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mm 



o 



(I) 



gi^*>L<tt#^g^^®r^;b:;ir;i/, CW^R^ (^cfi, R^«;?fc^M^. g^*;b 



C^tp, R^tt:!K^M^. gm%b<li#^giia)r;i/^;^^^lJgg|%)b<tt^g 

=fob<ii#^g^®T^;i/^;i/, cw^R^® (^tfr. R®^fe<fctjfw2ii^ti^ntifiaR^j3 
g^=fo b < tt#^gil®T;i/^;i/^ fcld:gg|=fo b < tt^SSI® T U -;i/$:^b> 



[ft 2] 



o 




1 



2 0 0 0-30 



*■ 1 

1 1 — 288539 



[ft 3] 



V 



«^%b<tt#«^®T^;i^=ar;i^$:^-t] 5:^1"} R^liTK^M^. COR^ 

flg^g^ T ;b ^ ;b T ;i/ 3 ^ i/, SSI =b b < r n ^ ;i/ r ;i/ =i ^ 

i/. *fc»NR^V^ (^*> Rl^li7K^M^> Sg|t,b<li#S«l(^T;i'^;v*fc 

b < ii#^S^(35r u -;i/?:^b, R^^ttfi^=fe b < i^#gm©T;i/=¥;v 
. ttii%b<tt#eii®T^;i/^;w ssit;b<tt*ggi®r>«/3^i/:i7;i'7}<- 
;i/t;i/^;k r^J. ssit)b<ii#«gi<?)T;i/^;i/r^ / *feiiS^=fob<tt 

gg|*,b<tt#Sm(3D«ig3g»^?^^-rS) 5:^-r] ^fcliCHgOR'' [^*, R 

, mM^\^<\ti^mM(Dr J ^ ggit)b<ii#«^«)rn-r;^^fettsi 

R^^3 (^Cfi, Ri^iii^-^;^i«>a:oT«gl=bb<ii#gifl<^T;i/^;bt:^ci±g 
^=bb<li#«SI®TU-;i/^^i-) S:*-r*\ ^fcliR^tR2*^-Mlc 

Hi: 4] 

o 

< <«^> 

2 ffiil<l^ 2000-3009650 




i^5jZ 11-288539 



C»^^2] R^^R%-^tc;&oT^-^$:^-r»#^llH«(D>^D7^Ty 



R^i:R%-M^oT^^T'fey. X^OT^'^ (^*, R^^«lufBi:l^ilT' 
&S) T'&S [fiL, nj&^OX^y. n^3J;t;p*^l"e^y, R^*^:*;i/:K^i/T'^»; 
, R^iiRV-MJ&oTjj^-^-efey, R^3b^sec-:/^;i/T'fe*;, A^oX^:^)^t/^D^^ 
tri/>^^l±x5^l/>CDi:^, R^liNHC (=0) -C (CH3) NHg t tc \tmC (=0) -C (CH3) NHC 



o 




3 



ffi|iE4# 2 0 0 0-3 0 




4t5p 1 1-288539 



$>y, r1»V (^«, R6^j:tjfR'^tt-eti^titafa^:[^aT'«>^) T'^y, 
rjfR'^ii-eti-?tii«ffi^ra^T'fe-&) T'^u, r2*^cor12^ (^tp, R^^^iiT;i/^;i/ 

[^^^1 0] ^ (II) 

Hb6] 




(II) 



(i^tp, R^ttiiffBiil^aT'feS) T'^^tiS*;^3}f>^i:^ (III) 



ailiE# 2000-3009650 



1 1 -2 8 8 5 3 




(III) 



^m'^ittn^etimmummx-:^^) r-^y, R^^tcoR^s ^^^^ Ri2id;tfrisi:i^ 

i:R^*^-^lC^:oT 



[ft: 8] 
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1 1 — 288539 

[0 0 0 1] 

^^mit. ii3)v:^ymmmii!i^mm^^iivx^mL. i5Mm> mm. 

So 

[0 0 0 2] 
[S&5f5C?)fi^^e] 

i± rat§rM®M^-9- y a- »y b ^ -5 20S >^ C-xTV-A^i t?U^M® HIP 

^^^rATP^Sc^WlC^J^fif-t-StSiO^rSoTVNS [Tanaka K. et al., Molecular B 
iology Report, 24, 3-11 (1997); Bauneister W. et al.. Cell, 92, 367-380 
(1998)] c J^jL|«7b^e>eJ^il^«ffJBST'^(3D^3^l/'<;^«>±#*^#^$nTV^fe*\ j& 

mmmt$^<mt)-ox^^^zt:ti^mhi)^t/st-ox^r=.o 0^<<Dmmmxitmnm 
m^^mmp5sf)mmt. tz. itm^mizmtD ^ •f't(D^m(D%mfim^x u je^ 

S:5l#@z:-r. z:(3D»^Mp53cD:$>ft?$:fioTv^Sc^*^:xi:^^5^>--:/'n-5^Ty- 
J^^M^X:^?> [Spataro V. et al. British J. Cancer, 77, 448-455 (1998) 



ffitiE# 2 000-3009650 



1 1-28853 



S p27® ^ n 7^ T y - A^fe#6«F:$^l¥5b^/Lii L T V ^ S Zl h ^ e> i: J& o T V ^ 
-5 [Porter P.L, et al.. Nature Medicine, 3, 222-225 (1997); Catzavelos C 
. et al., Nature Medicine, 3, 227-230 (1997); Esposito V. et al.. Cancer 
Res., 57 , 3381-3385 (1997)] „ ^-oX':fU'rrV-J^mmMitmmmPi'^'^ 
«?®/L^iLTV^Sp53-^p27$:^^$-&, ^tliZj: U 3lgMJ8S®ii5i#ihS: ^ 7t liT 

S [Rock K. L. et al.. Cell, 78, 761-771 (1994)] „ ^f=.lW-amO^&^ 
©if >r h ;J7 >r >©^^^tiSH K BODtStt^ffclc =bfi^:^ISftI Srffi o T v> S r h 
7b'^93e>7b^ilJ&oT^TV^S [PaloBbella V. J., Cell, 78, 773-785 (1994)] □ 
J: o r >^ O 7^ r V - A IS^M ttBi^#ffi tc J: S fB$fiiKf5 <ST ^ i ^ iJI^ 

[0 0 0 3] 

[Fenteany G., J. Biol. Chem. , 273 , 8545-8548 (1998)] j;tJ^'<:;^^ KT 
>n/^ll K'ft:-a'ifefMG132 [Palombella V.J., Cell, 78 , 773-785 (1994)] #3b^^^ 

$^lrv^s„ z.t\,h(Dm.mM\-i-^mm(DmmW'±t.tMr^v-^^7.mm. nf- 
K BCDMs^fc ^m-t^i^\'yx'tj^< nf^mm. mnw^ ^mm-t^ 

L/Tt)^e)tlTV>S [Onura S. et al., J. Antibiot. , 40, 113-116 ( 

1991)] o ^^x':fu^rv-i^m.mmtnt^mmm.'&.m\zmiD^'^m\z%mn 
-iQ2i2s^<tkm.\zm^-^t\>x\^^it^mx^^). WMm^m^m\^> ^(De)t>ucK 

14Ap UCK14A2fe j:tKUCK14CliTfa<D^i§S:^-r€>*\ V^•rtltJ:/^■5^r y- A 

lawfss tt^ b V ^ V ^ „ 

[0 0 04] 



7 



2000-3009650 




UCK14C 



[0 0 0 5] 

-^2^;b^^e>tlT^^-5*^, yn7^Ty-AISW?Sf4«^e)tlTVx^v\ [Shih, Hsie 
ncheng, et al., Synthesis, 866-867 (1989)] „ 

/S-^^ h>«l5t^^t-STi5<D'fl:-&%*^#^StlTV%S [S. Gammas e 

t al.. Polymer Bulletin, 33, 149-158 (1994)] V>Ttt^e>tl 
[0 0 0 6] 

['fbio] 

[0 0 0 7] 

[^^*^jS?^ b <fc e> -r sfIS] 



8 



miE^ 2000-3009650 




11 — 288539 



[0 0 0 8] 

s:M.mbfco %^mt-:ru7-rv-u^m.mt^z.}L\z^^)W&mm. es^3^ 
^-^^ ^m^mmLm\zmf)^'i^m.<n>^m\zMmmmzm-t^. 

•TJ&fct.. i^%m%. ^ (I) 
[0 0 0 9] 

[fb 1 1 ] 



[0 0 10] 

<^?;tp, mej:tJ^nlira-*:tttM3&oTO~10©^l5C?:^b, P«0^ jtt±l®MtS[ 

t;i/^;i/, ggi*>b< tt#g^©T^;i/^;K cw^r^ R^ttxK^M^, g 
gi%L<ii#^g^(3DT;i/^;K ggi%u<«^gsi<oT;i/^;i/T^ g^%L/ 

<li#^gtg|ODT;i/=i:J!r^>, gm=fe>b<tt#^g^®TU-;K gm*)b<tt#gtei 

oD^^^S. gsi%L<tt^g«icDT^;i/^;K ggit>o<«#^gSi®T^;i/^ 

[0 0 11] 




9 



mfE# 2 0 0 0-3 0 




[0 0 12] 

fi^=b b < iti¥nm(o T * lig^ b < r u - ;i/ ^ b , 

[0 0 13] 
[-ffc 1 3 ] 




[0 0 14] 

-vy^m-t) ^mv. R^^iiTK^M^. g#i=bb<ii#mSI®T;i/=^r;i'*^ii 

S^=bb<li#^fim®T^;i/^;i/?:a't] $:*b. R^^tK^M^P, COR^ 

^ l^tp^ R^^tttiFn^i/, gm=fob<ii#^SSI®T;i/=i^^>, g^feb<tt# 

mm(D7)\y^=^j\^yi'^-y^ sgitjb<tt#e^®r^;i/^;v:t=^i/, egi%b< 

i/, ^TtttNR^V^ (^cfi. R^^tiTK^M^-. ggi=fob<tt^SSl®T;i/=^;i/*?t 
«g^% b < «*gSl®T ->n/$:^b. R^^«gm=fo b < ii#^ggi®r;i/=^;i/ 

, gm*)b<tt#^gSI®T7;i/^;i/, g^*b<li#^gSI®T;i/ndr$/:*;i/3i^- 

;i/t;^^;k r^/, g^=fe,b<tt#^gSl®r>n/^;i/T^ >'*fciigSl*)b<tt 



ajSElt 2000-3009650 




#^ 1 1—288539 



R^^3 (^tfi, R^^ttl^-^>tttM>fcoTg^^t<«#gm©T/I/^;i/^;ttt« 

[0 0 15] 
[fb 1 4 ] 

o 

<f H 

[0 0 16] 

itmrnm^. mnm^tt^itm'^'^ (^cfi, R^'^iiTK^M^, ggi%b<tt#ggi 

o!)T;i/^;v^feiig^%b<ii#gtJI®T^;i/^;i/&^-r) R^ttS&iaR^ 
#^ggi©r;i/>!rii;i/^ feiiggi=fo b < tt#^sgi(Z)r ^;v^;i/S:*-r>T'*$4xs 

[0 0 17] 

*fc> fb-^^ (I) ©e»*.> R^i:R^*^-j^JC>5;oT^^$:^-r;!j;i/iK>mil# 



aiiE# 2000-3009650 




#^ 11—288539 



[0 0 18] 



[0 0 19] 

li^o^ae^icff^^ti-sm, ^fett-ffc-a-^ (I) <Dv^. R%>^;i/7!jy h^fc 

tJfp3bnT'&y, R^*^;t7;i/3i<^$/-efe»;, R^ilR^-j^^oTM-^T-^y, R^A*se 
c-:f5^;i/-e^ y> *^ox^;()>S/i57D:/nif R^liNHC(=o 

) -C (CH3) NHg ^ liNHC (=0) -C (CH3) NHC (=0) 0-C (CH3) 3■e^±^V^] itjJV:^ymMm 

i&sT. it^m (IB) i:v^^] i^t^\t^(ommm\zmm-^n^^\zmt^. ^ 

it^m (lA) R^*^7K^M^*feliNRV (^t|i. R^^j:m'^l±^ti 

^4^, R^^i:u^R'^tt-eti^'tii&ia2ii^a-efes) t^u, x^^&^i/^j^n-i/Dif i/> 

tfeliT>«/=^l/'>"??feU, x2;i,tNHT'fe-&;lj;i/3K>^^#i*c^fcli^<3Dma6!riCff 
^Stl-5:SA^^Jf e)tlSo ffc-a-^ (IB) (De>-^, R%>i;i/?!7^h*fc«g 

-r4xftfiBi:i^aT'&s) T'^y, x^*^i/ij^nyDbri/>^fettT;i/^^>T'«>-5 



[^tl 5] 




ailiE# 2000-3009650 



#^ 1 1-28853T^ 
P,IC, ^ (IB) (Dz>h. R^i:R%-l^^oTj^^$:^-r:«j;i/jK>g?^^^^ 

■€-ti-rtiltfia^i^aT-^-5) T'^y, r^j^^cor^^^ (^tfi, R^^^itrji^;ir^^ 

[0 0 2 0] 

*:fe> ^ (II) 

[0 0 2 1] 
Utl 6] 




(II) 



[0 0 2 2] 

(^4^, ^^itmiitmrnv^^) x-^^n^itjjvmymt^ (iii) 

[0 0 2 3] 

[^1:17] 

[0 0 2 4] 

(^ifi, m, r\ r2, Rl'^fe<};tj:xlli^tl€tlittiai:l^aT*fe-5) T*^$tl 

x2A^NRl'^T'^-5±fB*;l/3K>^fl^#:®Sg^t:^S^Cg|■r-5. 3e>lC, fb-^J^ (II 





2000-3009650 




#5p 11-288539 



;i/tfe«gg|=feb< tt#«gl(30T^;i/^;i/'e^s;t7;v;}<>m COT, ^fc-^*^ (ii 

a) ^:V^e>] ^fct±-^©itlCKt-5o ^T'c, -fb-^^J (III) <Do^. mfiiOX'$>^). 

) T'^y, R^T^^coR^^ (^tjj, E^^immummx'^^) ^fctiCHgOR^* c^cf^, r 

[0 0 2 5] 



[0 0 2 6] 

Jg/^T, <t^<^ (Ilia) ilVN^)] *^li-e©ifelCK"r-5„ ^b-a-^ (Ilia) (DO-^. 
f3-^h<it. R^*^T^ y T'fe*;. R^'^A>7K^M^T'^ST$ > l&.r. it^^ (I 
lib) 2lV^e)] tittt^CDiS, $e)lC^f^b<tiR^*^T^ y-^*)';, R^*^:«7>H/5J< 

Ri^*^7K^M^T'feST^> [Jg^T. ^b-^i^ (iilc) i:v>e)] 
li^CDi^jb^fetf ^tlS. Sa(Dm,^.-ei*, fb-^i^ (Ilia) ~it^m (HIc) 

[0 0 2 7] 

SlI®M.^,A^e>li, ^^^IciU. it^m (I) *fctt-e®^S«Jlcff^$4xS 
[0 0 2 8] 



[fb 1 8 ] 




1 4 



aiiE#2 0 0 0-3 0 



11—288539 

t|3ra^i:LTffiv%e>?i-5. ^t^^ it^^ (III) fb-^^^ (D * 

it-^m (iiic) *fctt^(Di^tt> ^fc^^ (I) ^r^it^(ommmizmm^n 
. jimmmn (M;i«jKy v-Mf^f) ^i:bTfflv^e>4^s= 

[0 0 2 9] 

^ (I) , ^ (II) i3J:y^i^ (III) ^(D^m<D^mizio^^x. TA=3p;K t;v 

sec-^^;K tert-^5^;K 'O^^;!/. -fV^^^^^K '\=3pt/;K 



ffi|iE# 2000-3009650 



#^ 1 1—288539 

i^smcoumt^^^m-t^. mxn. tf:^;K tu;i/, i^u^jv. zfu- 

[0 0 3 0] 
[0 0 3 1] 

JgA±-^tf#^* :/^t±#^^®#S*^3'-8MS(?>^^^»T'^ y . ^8^* b < tt-f ^ 

/<us;-;i/, hf/^ui/V, if^^^^— ;k ^;i/3i^u>^, ^:r^;i/ii^y y , i^^tr 
bT. l,3-i^':t^y^>-4— r;i/, l,3-i?:r^if ^-4— r;i/. i,3-t;;r=^-t^>-5- 
[0 0 3 2] 

n^^/, ®gir;i/^^:^> mmr^^iy^/i. mmr^ji^j\yr^ nmm^ 



2000-3009650 



1 1-288539 



>a/^A':r^S/;«7;i/2J?-;K flM3g^r;i/:^;i/7;i/n^^:^7;i/3i<-;P, 0P0(OH)2^ OS 
O3H, osiR^^^3 (^cf. R^^^ii^-*7^{iM'S;orT>n/^;i/*feid:r 

T;i/n^s/, TU-;i/, ^^^a, T^;^=¥;^, 7^)\^^)V7^ j^^nr^jv 

gar;i/3:Jiri/, ggiry-;K g^r^;^^;^. ggiT^;i'^;i'T^ ^^fe^fco^ 
gmr^;i/^;b;^-=3re/®gsi«tt, l«iag^ir;I/=^;^T^ y^<^g^Si:iia"^ 
fey, w^iiluiaw^i:i^aTfe-5] A^-a-^^ti, giiT>H/^;i/(D«^*iibTtt, 

ttflBgSIT;i/=¥;i/T5 y^®gg|S5:-^«), g^T;V'?r— ;i/:r^i/:^;^JK-;K 
gij|T^>n/^;i/;r^^:!!j;i/iKn;K gg|flg:g^T;i/^;i/T;i/n^i/:^;i/;J?r.;i/fe 
J:tJfgg|T;i/n^i>;(7;i/JK-;i/ {ZZiX\ rJ]y^~M^i/:ij;V:^-;h<D7}l^ 

^j^^"^ Iffia T ^ ^ ;i/ l^^T' fe y , si;^^ t ;i/ ^ ;^ r ;i/ n ^ s> ;i/ >J?- ;i/ 
^ T ;i/ ^ ;i/ T ;i/ n dp ^> ;b - ® Bg T ;i/ ^ ;va5:$^ tir SHHIS^ r ;i/ ^ ;v 



tlilE4f 2000-3009650 



11-288539 

[0 0 3 3] 

tj^r n ;i/r =^ T;i/^;i/S^J±S&l2r;i/^;i/ i^^t^ »j , r n ^ 

[0 0 3 4] 

it-^m (Ilia) ^it^m (iiic) ®«^ai:bTii, bT^M-r-sr 

< ttl^g^© T ;i/ n ^ * >n/ Ji<:=-;i/. gM=b b < Ji#gSI© T U - ^ i/:<7 ;i/ 
3K-;p, g^%;b<li#g^©T;i';Jjy >f;K gg|% b < tt#ggl©r n -f 
;?j;i/7i<^S/;i/«©^M»i:bTtt, g^%)b<tt#^g^®r;i/n:^r^>, ggl 

^m^m> %m (1985^) #M] c 

[0 0 3 5] 

^ (Z) r y - )\y^^\t^mr y - i^^t- y > gsir ;i/ n * ;v jK:^ 



ffi|I# 2000-3009650 



11-288539 

i 

[0 0 3 6] 

iiLxitm.m^. ^itTi^mm^. ^mm. uym^^(DMmm^. ^m^. mm 

hVy)V:^vimm^. ^SSSE^, ^\y>(ym^. :7v;i/^ife, zi)\^m.^ 
> m^Wti^> ^:i^yWt^> iy=L^mi^. :^iiy7.)\yiisym^> p-h;i/ai>x;i//}x 

;vr^-y. r:^^^^^ym. ^jv^^ym. v t^ym<D^ta^ti^$>if^ti^a 

[0 0 3 7] 

^t^m (II) ^.fcmt^i^ (III) ®mii> ±iBiciB^$tifcmae!iici^^$ 

^lS|gS:-^mt:-^% (II) tr^itit-^!^ (Ill) ©igi: LTHrtgJ&S>5r<Z)ig$:'^ 

?Jcic, -fb^#» (I) , -ffc-^^) (II) is^xj^jt^m (III) ®^^t^^cov^T^i^ 

(Protective Groups in Organic Synthesis) , ^^U— > (T. W. Greene) 
V^y • y>r U - • r> K • • >f >3-jJ<l^>r-r^V K (John Wiley 

& Sons, Inc.) (1981^) , ^fb, Mtc, in7K4i'«I^^MV%SZli:lC 

xS<z)>iJ* s 3 =fe -e ^ S o 



miE# 2000-3009650 



#5|2 1 1 — 288539 

[0 0 3 8] 
[^t: 1 9 ] 

(IV) (II) 

[0 0 3 9] 

it-^^ (II) it. :icm [Corey, E. J. et al., J. Am. Chem. Soc. , 120, 233 
0-2336 (1998); S. Gammas et al.. Polymer Bulletin, 33, 149-158 (1994)] 
lciB«(>9:&^JC^CT^itT'^S<fc'&% (IV) ^rMfSlc^tStt^^^tf, 

i^^j^mm. mffca^^*^Mv^e>tl, mmit^<^ dv) izMLxoAmmsA±. 

L<^±l~200^*MV^e)tl,Sc jKlStt, aS0~501C(DlSHT\ 10:9—24^ 
mXf(^r-t^, ^b-^^J (II) tt^ Bajwa, J. S. et al., J. Org. Chem., 

48, 1114-1116 (1983)^lCSB^(D^^lcmCTSgjg-rsri:%T^^„ 

[0 04 0] 




ffi|E# 2000-3009650 



#5^2 1 1-288539 



[fb2 0] 




[0 0 4 1 ] 

it^m (iiic) It. vcuu^^r^mcKMk^^^mizyf^^tjimm'p. m^^r 

[0 0 4 2] 
[fb 2 1 ] 




[0 0 4 3] 



2 1 



ffiiE# 2000-3009650 



11-288539 



(^tfj, », n, p, R^, ^^'^iBjim^it^n^timmtmrnx^^^) 

it^m (I) (3[)e)t>, R^^RS'-^tC^oT^-^$:^b, X^Tb^N-Rl^ (^41, r1 

ife (iiic) ^(DT ^ jmti'h^^\^xmht\>^it^m (no c^:;^^K^fifec) 

«?8ii:llg^, MMe>^, (1985^) #M] ii^b-^ife (II) hS:HJSlc;f^ft 

it^m (III) fecfctKsi-^^Riiiji^. -fb^^ (II) jcMbTi^aje*±, 

[0 0 4 4] 

[fl:2 2] 




[0 0 4 5] 

(ictfj. n, p, R^ r\ r\ r^ r^ i^fs^mht^n^enmrntmrnx:^ 

-5) 

(I) ttlSJiiSS 3 i: (V) [Bajwa, J. S. et al., J 

. Org. Che«., 48, 1114-1116 (1983)#M] to^Xf^t^f^ (VI) ^^jn^ZHt)^ 

2 2 {fil£# 2000-3009650 



11-288539 

I 

[0 0 4 6] 
[fb2 3] 




[0 0 4 7] 

(^tfi, m, n, p, R^ J3<k m^ii^tl^tli&iai: l^«IT'fe U , R^*« 

i^rlaR^®^a<^;yR^^:RV-M^c^oT^-^&^•t^-^$:lM?v^ita$:^-r) 

ft-a-ife (I) ®e)*>, R^TK^M^T'^e^b-^ifef (Id) li, ±IB©^Jt^4lC 

^V^mX'^^i^. it^m (I) ®e>t>, R^i:R%-^{c?feoTi^'^bfcfl:-ir#? 

Jfe, M^mi^^■&v^^iU>^ife*^fflv^e>tl<&o it^^ (VII) J3 tJ^^SttS^ 
, (Ic) KMhXimM&.±. ^f^b<tti~200^4Mv>e>tv§o HJSli 

^t-^ifel (I) (DO-b. R^»C(=0)-C(CH3)NR%^°T'fey, R^^^COR^^* (^tfj, R 

t;p*nT'$>y, R^i:R%-J^tC:^oT^'a§:*b, R^:&^sec->r^;i/-e^ U, X^*^ 
S/^nynifl/>*felix^l/>T'*»J, *^ox2A^NHT'$>S'f^:-&^© (le) it. ± 

[0 0 4 8] 
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„ „ CH, O CH3 „ O CH3 

" O COjH " 

[0 0 4 9] 

[0 0 5 0] 
[^fc 2 5 ] 



H O COjH O CH3 

H3C^Nyy-'*VV|:^' 

"3^0130 CH3H " O-^j 

UCK14A2£^(^(VIII } 



CH3 



„ O COR^^* O CH3 
H „ , _i, „ , 



^ ^ del) " 



O CX)R^^* Q CH3 



O COR*^ O CH, 
R'«R"-NyI.^xif^A^J^. 

(Ie3) O 



CH3 



[0 0 5 1] 

yR^^^TK^M^T'fe U I^^lCR^°3b^;!fC^Md^&S V^ttC02C(CH3)3T'feS#-a-$:-^ 

it-^m (le) ttR^, R^°> R^^J3i:m^^®a^icj:»j, ±ts,(D^^m^izm-:s 
(Jim 1 - 1 ) 



2 4 
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[0 0 5 2] 



Ut2 6] 




UCK14A2*fctt(VIII ) 




(lela) 



[0 0 5 3] 

^i' ^ ;i/ ^ ti ^nialB "T? s c 

[0 0 5 4] 

^b-^i^ (le) <D^^. R^^^TK^M^T'^y, Rl^*^C02C(CH3)3T^$tl,Sfl:-& 
«^ del) it. VCUAk^^tciM^^ (VIII) $:M^£;C^tS14^^^*. i&S#^E 

TT'>fb-^<fe (IX) i:MiSSiirSA\ *i'aiM#«T-e^l:^^ (X) ^^\^mt^m 
(XI) iijKjS^-fr'&^iiii-J; y^s-^*^'??^^" 



2 5 



ajiE# 2 0 0 0-3 0 



#5^ 1 1 — 288539 

mm^hv^i^. mmijv^^^. mMij)\^iy^^^ mm.a^m^h')'^^ 

=bj:<. ^t^m (X) <Dm^> V:^^;vr ^ J i^ym^OA^lomm^'^iZM 

Asz:i:%T'^, it^<^ (XI) (om^. i-ii\^u^i/^y^Jhvr)/-?\^^^i 
~io^«$e>fcin;t-2>^i:*)T'^€»c it^m (IX) , ^t^m (X) , ^t^!^ (XI 

) , muk^^r^mt^^ (VIII) izMi.ximm&.± 

(X5g2) 

[0 0 5 5] 
[fb 2 7 ] 




(Ie2) 



[0 0 5 6] 

-ffc-^^^ (le) fi^is^m^^fjmwizTiamm^X'm^n^it^m (ie2) 

tt, it^m del) m#:ii™S'rs:ii:icj:»j#sri:*^T'^S, 
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1 1 -2 8 8 5 3^ 

) 

(Xg3 - 1) 

[0 0 5 7] 
Ut2 8] 




(Ie3a) 



[0 0 5 8] 

^ ® r V ;i/ ^ ;i/ ^ ti ^tilaia s . 

[0 0 5 9] 

r:L\tU^^h<\ti^U^<Dr'y/\y^J\yX'$>^it^m (leSa) >ffc-^% (Ie2) 

^ym. mmi-hv^j^. mm:^v^2^. mMij)^t^'02^. m.m.a^mi-h')'^!^ 
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ti. t/:^^jvr^ J pym^mmthxm^^^:it%X'^^o it^m an 
) is^x:^^mtmn. ^t^m (ie2) izmlxi^a&.±. 0th<m~2oo^M 

(Xg3-2) 

[0 0 6 0] 
2 9 ] 

O COR*^ O CH3 



[0 0 6 1] 

^fc-^^ (le) R^TKmi^^T-feU. r1°:^>^CW%^^ (^ifi. R^^feiOfW^ 

tt^tl-€4lialBi:lfaT'feS) X$>^it^m (leSb) M-^i^ (Ie2) Sr^PtSft 

tstrnm^p. mm^^rx% r^^ticw^ (^^j, R^'^fe^t^w^tt^n^tiiaiBii^^T- 

XmZtl^it^^ (XIII) iiMfS:$-tir-i>*\ igi-^^f!I#«TT% R^^COgH ( 
^41, R^^iltfiatl^^T'^-S) T'^Stl-Sft-a-ifeJ (XIV) HBLm-^^^^tiZ^ 

^xm^ztij^x^^o 

[0 0 6 2] 

it^^-ttix^^<. zn^itmm%L<itm^Lxm\f^hti^. ^mubxitif 




R®^CW*(XIII) 
SfctiR**^2H (XIV) 



„ O COR^^* O CH, 



Xe3-2 



(le3b) 



2 8 



ffiiE# 2000-300965C 



11 — 288539 



iDx.-5^^%T'^s. fb^i^ (XIII) . ^t^!^ (XIV) , ^mis^v^m-^Mitm 

fb-^ife (Ie2) lC^bTlS*Jg4Jh, ^*b<lil~200^4MV>e>4lSc jS^S 
ttSS, 0—50*0 (D^H-e, 543'~24^raT^T-rSo 
(Xg3-3) 

[0 0 6 3] 

[^1:3 0] 

O COR^^ O CH3 



[0 0 6 4] 

f) 

[0 0 6 5] 

it-^^ (le) CD^*., R^*^*^M^T'^y> R^^jb^SOgR^^ (^tfi, Rl^litrffBt 
I^^T'^S) X-&^>^t^m (leSc) l±>fb-^i^ (Ie2) ^r^SfSlC^^SIf ^^^t^, 

(XV) feJ;r;iS«lia^. ^b-^^ (Ie2) \ZMLXl^A&.±. if*b<ttl~200 




„ O COR^^" O CH3 
(leSc) " 



2 g 
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(Xm3-4) 

[0 0 6 6] 
[-ft 3 1 ] 




(lead) 



[0 0 6 7] 

it-^m (le) ®e>-^, R^A^7K^M^T'feU> r1°:^^Pw3r12^ (^tfJ, Rl2^j;t;:w 
^li-en-€tll&fHi:l^«T'fe-5) X^&^it^m (leSd) li^fb-^Jfe? (Ie2) $:S^5lC 
iSS#*ET. (XVI) i:^fSSii:e:ii:lc<}:y#sri: 

bTlibrui^>, >f^^v^-;K hU:ii^;i/T^>. $;>f y If ;i/x^;i/T ^ 

t^T'^So ^b-^^ (XVI) ^^x:fm.m\tm.n. it^m (ie2) icMbTi^*ijA± 

[0 0 6 8] 

'fb'&ifei (I) , it^<^ (ID JSJimb-^^ (III) ®igitlcfev>T, WISS®^ 

. |N^>X7:t — — >>C (Comprehensive Organic Transformation 
s) , R. C.^n^y^ (Larock) (1989^) ] J:oT%fT-5 3i:*^T'$Sc 



3 0 



ffi|E4# 2000-3009651 



11-28853 



xit. ^m. mm. mm. nm. mm. nm^. - 

[0 0 6 9] 

it-^i^ (I) , <t^^ (II) fectmb-^tf (III) (Dmzit. e/'r>?.-T-b^v- 
^fe. it^m (I) . "^^mmmKm^^n^^. it^m dO , it^^^ (m 

[0 0 7 0] 
[0 0 7 1] 
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mi^ it"^^ (I) (omi^m (1) 




[0 0 7 2] 
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\ 

mim it^^ (I) (D^i^m (2) 

O A O CH3 







R^° 




11 


H 


C02C( 013)3 


CO2''''^'*^0H3 


12 


H 


H-CFaCOjH 


C02'''^^"^CH3 


13 


H 




COjOCOHa), 


14 


Xl 


COjCC (313)3 


coOQ 


15 


H 


C02C(CH3)3 


^^^S1(CH3)3 


16 


H 


COjCC 013)3 


002-^°^ 


17 


H 


c»2C(ai3)3 


CO^OCH3 


18 


H 


0020(013)3 


0 


19 


H 


0020(OH3)3 




20 


H 


H-CF30O2H 










CONH^ 


21 


H 


CO20(CH3)3 


CO 
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it^^ (I) (Omi^m (3) 




H 



24 H CX)2C{CH3)3 CONH^'^^CHj 

25 H H-CFaCOjH CXMiH^^^CHj 

26 H C02C(CH3)3 CC»r^O 




[0 0 7 4] 



3 4 miE#2 0 0 0 - 3 0 0 9 6 5 0 



#5|A 1 1 — 2 8 8 5 

) 

f^im it^^ (I) omi^m u) 



O A O CH3 





r' 




r2 


33 
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coOQ 


34 
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CHO 




35 
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COCH3 




36 
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37 
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39 


H 






40 


H 


S02CH3 


ooOQ 


41 


H 
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To 

0 


-no 


42 




X) 


-no 


43 
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mim (i) (D^n^rn (s) 




[0 0 7 6] 



3 6 ffilE^ 2000-3009650 



1 1 — 2 8 8 5 




(I) (DMi^m (6) 

.2 




3*- CH3 O 



CO 



*^siS*^ CH, 



3^ CH3 o 



^ CH3 O CH3 



CH, 



50 CF3C02H.H2N^j^COi^"^J^ 



CH« 



CH, 



CH., 



HaC^O^NH 

H3C>C T 
3 CH3 O 



H 



/Vj^CH3 



CH, 



52 



53 



CFaCOjH-HjN H 
H ° 
^ CH3 O CH3 



CH, 



CH, 



^^CH3 
CH3 
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f^im (I) (Oi^HI^Vi (7) 




[0 0 7 8] 
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O 



H3C. ^O^^NH r-rk'^N,^^ ^'^v^CHa 



3 



61 s^cT^Y"" «>on 

3^ CH3 O ^^-^ CH 

62 CFgC^jH.HjN ^^^^^^^ 

"^C^HjO CH3 '^^ 

„ CP3CO,H.B^^^ ""OQ 

CH, " 



CH3 



»3 



65 H,C^ T H T 

3 CH3 O CM3 

66 CF3CO2H-H2N H 1 



3 

CH, 
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' CH3 o 



OCH, 



OCH, 
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[^10] 

f^im it'^^ (I) <DM:i^m (10) 



3^CH3 0 CHj'' H o-4^ 
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73 
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74 






CH3 


75 






CH3 
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imi 1] 

f^im it^n^ ii) (DMwm (11) 





r3 


R* 


r' 


76 


H 




C3I3 


77 
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CH3 


78 


•^OCHa 


0CH3 


CH3 


79 


-^OCHa 


OH 


CH3 
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mi 2] 

mi^ it'^m (I) (DMi^m (12) 



0^0 
CH30 f 

^ H 



JO 

O— CH , 
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[*1 3] 



im it^m (I) (D^^^ (13) 




o-4^^ CH, 



90 



91 



„ „ CH, O 

H3CU ' n 

H3C O NH 



H 

3^ CM3 O CH3 



[0 0 8 4] 

mz.. ±SB^i§^lCi:oT#e>tlSfb^i^ (II) 0*ftMS:^2^lC^-tc 

[0 0 8 5] 
[^14] 



^t'&^jj (II) <Z):a«^«fl! 



71 



72 



O-^^ CH 



CH3 
CH, 



HO' 



O 



O— CH 



CH3 
CH, 



[0 0 8 6] 

?^{C, ±ia|gjtj£tCj;oT#e>tlSfl:^^ (III) ®;RflcM«:^3^tC^"to 



2 0 0 0 



<l^^ 1 1-2 8 8 5 



t 



[0 0 8 7] 
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ms^ (III) (DMi^m 



83 



84 



85 
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87 



NH^ 



CH, O CO,H A O 



H,C O N 



N CF, 
H ^ 
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CH3 O 1 A ® 



H 



H 




H 1 I 



H 




CFaOOjH'HjN 
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89 




3 >r V ^ N 
CH3 O CH3 " 




CH3 O eH3 " 
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[0 0 8 8] 
[0 0 8 9] 

"f-A^mi.r^mmmmmm^^mmvt:. cugai s. et ai., j. Biochem., m, 

754-768(1993); Qrino E. et al., FEES, 284, 206-210 (1991)] „ HeLa S3MflS 
1X10^M2:5 mlOA^yyy-k [20inM Tris(pH 7.5), 2mM ATP, 5mM MgClg, 1«M 

hix-r (dtt) ] iz^m^-itt^^. 4'CT'3jx^^^>rxbfc„ io:)fG 

X'mMmiyt:i±m^CenUicon-500 (T^n>ttSg) JCj:>J?i^L, 2.5ml(5D/t 
»y7r-B [25«M Tris-HCI (pH7.5) , 2mM ATP, ImM DTT, 20*^ U "fe D 

Leu-Leu-Val-Tyr-AMC [Sue : (Succinyl) ; AMC : y V 

y> (Aminomethylcoumarin) ] (^^5^ KW^tiS) $:fflV^fe (2mM©DMS0^?gi: 
bX-e^^) c iS^£;tt96!r:v>ri{^ni5?-r3f--/l/- N$:MV^J!^T®^^T'fTofeo 
96a A 'y^T- [20 "M Tris- HCl(pH8), 0.5 bM EDTA, 0.04% Ft^S/;!/ 

es^:^^U'^7A (sds) ]izi ,ii(Dmmmm (dmso fej:mittiosm^MS:AD;i 

fe^lCl/il(Z)«g^?^§:inx.37'CT'm^>r>=¥3./<- hbito iSlS?gtlC0.1ml(Z) 
^mi¥±AyyT- [O.IM Tris(pH8.9), 0.5% SDS] S:itI;t:t^lC5g|tL7tT$ 
7 -eU >(Z)^3%?®;K$:Ex380nm, EB460nint?lRI^ b it (1420 ARVO, Walla 

[0 0 9 0] 
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[0 0 9 3] 

t h^li^WiDrmS:2X10%flg/'i7x;i/'rod9-^b, 5%^^:**^>r 

^mm^ ^ i^^M L it MTT [3- (4 , 5- ;i 5^ T - ;i/-2— f -2 , 5- ;l 5^ ;i/ 

m (1C5Q) T'^Lfeo ^m^ns^jc^-To 

[0 0 9 4] 
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xl-/50^/Z B^fKI, M JVM 
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[^2 0] 

t h^mm wiDr mmi^Mi-^^Mm^mm^) 



it^m^^ ICso(72 I^F^, n M) 

25 0.059 

26 0.16 
28 0.093 

30 0.064 

31 0.113 

32 0.433 

33 0.076 

34 1.2 

35 0.093 

36 0.062 

37 5.7 

39 0.486 

40 0.45 

41 2.4 
43 3.9 

45 0.3 

46 0.15 
50 1.8 
56 1-9 
68 1.13 

90 40 

91 22 



[0 0 9 6] 

$:X^y-;i/lC^«?=^. cremophor EL (SIGMA^t^) i5^Z:^^mikm. 
m^M^Xm&^^i^M^Lt:^. Zl©^©«^«g^liX^f 51 cremophor 

EL 7.51 ^Mlk^m7-^%ti3^^o Ylhmm^mimtZ ma^0mm)i^MLB/ 

] *^25~6o ii«2ic^bfc^j#.T% mmthxmmvr^^^it^m^i^^Pii^t 

[0 0 9 7] 
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S-^*(mg/kg/e) 


T/C(7 0 ,%) 
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5.0 


56 
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10.0 


49 



[0 0 9 8] 

e>®^M3WiC3KUa:5^l/>yy hco-60 im-Mt^^M', H^>^^*;^a^ 

[0 0 9 9] 

zinz^ijmuMtLxm\^^^zt^x^^. ^tc. it^m (d ^t^it^aym 
^^tiz^i)msimtLxm\i^^:Lt%x^^. 

[0 10 0] 

i^m. &V^^icj:i)m^j^^i)^. mmiB^^t^^J. o.oi-ioooMg/eok 

g, ntL< tt0.01~100mg/60kg5:iS 1 mtt^it 3 iS^tC 1 mCD^UgTS^-f-S 
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(DAW* bV^„ 

[0 10 1] 

MS H*«^ HX/HXllOA 

NMR DMX500(500MHz) 

B:^n^ a400(400MH2) 

H2ji:«^ LambdaSOO (300MHz) 

IR B^^9t IR-810 

je;T®ll56M^J:y^##MicfeVNT, ^fb-^^^M-r'-^ cf^, tfabmsj li rp 

ABj ^{C iSVXX^^^ THRFABMSj it TFABj ^{C j; 

rcalculatedj li^^^tC^^<Si&ffiS:. rfoundj li^iJ 
'filS:Si*"t'5o roDSj l±:r^^7=e/Mbi/U:^j>5f;i/S:*-to 
[0 10 2] 

[0 10 3] 

DCKUAgdo "g, 0.021 ■llnol)$:N,N-i;^5^;I/J^^;^Ar ^ K(o.20 wDizmmiy 

3^;^b:?l5^;K0.0050 mL, 0.080 moI) j3 cfctJ^^^:* U "i^i^ (5.0 ag, 0.036 

-(^nn/iN>n/i^/^ ^J? / -;i/=iooxo~ioo/iT'^m)T'i^Sgb> ffc-a-^^JiO.s 
■g, JR^ 92%)$:#ito 

NMR(CDCl3, 300MHz) 6 pp«: 8.99(br d, J=7.8 Hz, IH) , 6.57(br s, IH) , 5. 



5 4 
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36(br d, J=7.1 Hz, IH) , 4.91(ddd, J=4.4, 4.6, 8.0 Hz, IE), 4.63(d, J=4.7 
Hz, IH), 4.38(m, IH) , 3.73(s, 3H) , 3.56(dd, J=4.6, 7.3 Hz, IH) , 2.51 (m, 
IH), 2.44(m, IH), 1.98(in, IH) , l,66(m, IH) , 1.39-1.48(m, 12H) , 1.34(m, 

IH), 1.15(in, IH), 1.08(d, J=6.8 Hz, 3H) , 0.96(t, J=7.3 Hz, 3H) , 0.68-0.8 

3(m, 2H), 0.61 (m. IH) 

FABMS m/z: 484(M+H)'^ calculated for C23H37N30g=483 
[0 10 4] 

it^^U2.Z mg, 0.051 fmo\)^V^UU:^^y(S>.20 mL)lC?§«gL, h U :7;i/ 
:f n@^^(0.05 mL, 0.67 inmol)$:Jn^, 25r;T'2^^^^L3feo B.mm^^m^ 

, ODS:3t7 ^-t^^^nvh^^'v^-r - (tK/^ ^ J -;i/=o/ioo~ioo/OT^ffi) ^^mm. 

it^m2{2.0 mg, JK^ 80%)$:#fco 
^H NMR(CDCl3, 300MHz) 6 ppm: 9.67(d, J=9.3 Hz, IH) , 6.74(br s, IH) , 4.89( 
m, IH), 4.67(d, J=4.6 Hz, IH) , 4-20(m, IH) , 3.73(s, 3H) , 3.55(dd, J=4.7, 
7.6 Hz, IH), 2.54(br s, IH) , 2.46(br d, J=14.9 Hz, IH) , 1.99(m, IH) , 1. 
57-1. 68(m, 5H), 1.33(m, IH) , 1.07(d, J=6.6 Hz, 3H) , 0.94(t, J=7.3 Hz, 3H 
), 0.7g(m, IH), 0.70(m, IH) , 0.63(m, IH) 
FABMS m/z: 384(M+H)"'" calculated for CjgH2gN30g=383 
[0 10 5] 

UCK14A2(9.6 ng, 0.021 mao\)^^,^-V )\^iSs)\^J^r ^ F(0.24 bL)IC^^L 
> ^it^yV)\/{0.n\ mL, 0.092 mmol)^J:tJJ^^?!ji; OA(6.0 mg, 0.043 mmo 

\)^Mx. 25t:T-i.5^f^^^b:to m.n(D^mm^. nm^n^v^^yy^i-i 

n-/s^-l?->/0^x5^;i.=l/lT'®^)T'«SgU, f[:^i^3(4.6 «g, iR^ 40%)$: 

H NMRCCDClg, 300MHz) Sppm: 9.04(br d, J=9.5 Hz, IH) , 7.33(m, 5H) , 6.52( 
br s, IH), 5.36(br d, J=6.4 Hz, IH) , 5.15(s, 2H) , 4.96(m, IH) , 4.60(d, J 
=4.6 Hz, IH), 4.38(m, IH) , 3.74(dd, J=4.6, 7.4 Hz, IH) , 2.49(m, IH) , 2.4 
7(m, IH), 1.97(b, IH) , 1.62(«, IH) , 1.43(s, 9H) , 1.38(d, J=7.0 Hz, 3H) , 
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1.30(m, IH), 1.13(n, IH) . 1.06(d, J=6.8 Hz, 3H) , 0.94(d, J=7.4 Hz, 3H) , 
0.83(m, IH), 0.73(m, IH) , 0.59(m, IH) 
FABMS m/z: 560 (M+H)"^ calculated for C2gH4jN30g=559 
[0 10 6] 

ll5gM3-^^e>n<5'ffc'^i^3(5.4 mg, 0.096 mmol) $: n n ^ ^ XO.54 mL) 
\zmM\^. hU :7 n if ^(0.12 mL, 1.6 minol)$:Jnx, 25t:T'lKp^|i^ Lfe 
o BL)^WL^mm%.. 0DS;Jj^AiJ^OVh^^^7>f-(7K/Tt hrLhU;i/=100/0 
~0/100T'^ffl)T'»igL, -fL-a-mCS.e mg, JtX^ 100%)S:#fe„ 

NMRCCDClg, 300MHz)6ppm; 9.59(d, J=9.2 Bz, IH) , 7.33(b, 5H) , 6.71 (br 
s, IH), 5.14(s, 2H), 4.92(m, IH) , 4.63(d, J=4.6 Hz, IH) , 4.13(m, IH) , 3. 
43(dd, J=4.6, 7.4 Hz, IH) , 2.52(m, IH) , 2.46(br d, J=15.6 Hz, IH) , 1.96( 
m, IH), 1.61 (m, IH) , 1.53(d, J=6.8 Hz, 3H) , 1.30(m, IH) , l.ll(m, IH) , 1. 
03(d, J=6.8 Hz, 3H), 0.93(d, J=7.5 Hz, 3H) , 0.91(m, IH) , 0.73(m, IH) , 0. 
59(iB, IH) 

FABMS m/z: 460 (M+H)"^ calculated for C24Hg3N30g=459 
[0 10 7] 

^igM3i:|^#lC, UCK14A2(32 mg, 0.069 mmol), N,N-i/:;l A T ^ K( 
3.2 mL), 2-(:/n^;*^;i/):h:7 5? 1^X69 mg, 0.031 mmol)^ j:!)^^^:?!? U 't^ A 
(20 mg, 12 amo\) ts^^ih^mH22 mg, iK^ 69%)$r#feo 

^H NMRCCDClg, 300MHz) 6ppm: 9.12(d, J=9.0 Hz, IH) , 7.77-7.88(m, 4H) , 7.5 
0(m, 2H), 7.42(dd, J=1.7, 8.4 Hz, IH) , 6.63(br s, IH) , 5.39(br d, J=8.1 
Hz, IH), 5.34(d, J=13.0 Hz, IH) , 5.29(d, J=13.0 Hz, IH) , 4.99(ddd, J=4.2 
, 4.4, 8.6 Hz, IH), 4.58(d, J=4.6 Hz, IH) , 4.39(m, IH) , 3.39(dd, J=4.6, 
7.4 Hz, IH), 2.43-2.56(m, 2H) , 1.73-1. 97 («, 2H) , 1.54(m, IH) , 1.43(s, 9H 
), 1.38(d, J=7.0 Hz, 3H), 1.26(b, IH) , 1.00(d, J=6.6 Hz, 3H) , 0.87(t, J= 
7.4 Hz, 3H), 0.60-0.87(m, 2H) , 0.57(m, IH) 
FABMS m/z: eiOCN+H)"^ calculated for C,,H.qN«OH=609 
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HRFABMS calculated for CggH^^NgOg (M+H) 610.3128 found 610.3129 
[0 10 8] 

MMm^ummz. mMm^x-m^n^it^m^iu mg, 0.020 mmoi), t/^uu 

;>l^Xl-2 mL)fci:tJf N U 37;i/:^-Dg^^(0.24 mL, 3.1 mJnol):6^ ^ffc-^Jgj6(10 mg 
, sum 99%)5:#7^o 

NMRCCDClg, 300MHz) 6 ppm: 9.59(br d, J=9.2 Hz, IH) , 7.70-7.91 (m, 4H) , 
7.43-7. 56(b, 2H), 7.38(dd, J=1.4, 8.4 Hz, IH), 6.77(br s, IH), 5.31 (d, J 
=12.5 Hz, IH), 5.26(d, J=14.7 Hz, IH) , 4.94(m, IH) , 4.59(d, J=4.2 Hz, IH 
), 4.15(b, IH), 3.34(dd, J=4.4, 7.3 Hz, IH) , 2.38-2.60(m, 2H) , 1.82(m, 1 
H), 1.40-1.65(m, 2H) , 1.27(d, J=9.0 Hz, 3H) , 1.18(in, IH) , 0.95(d, J=6.6 
Hz, 3H), 0.88(b, IH), 0.84(t, J=7.3 Hz, 3H), 0 . 50-0 . 74 (m , 2H) 
FARMS b/z: 510(M+H)'^ calculated for C28H35N30g=509 
HRFABMS calculated for C28H3gN30g(M+H)'^ 510.2605 found 510.2624 
[0 10 9] 

UCK14A2(49 mg, 0.10 Bmol) S: h :^ h U ;i/(4.9 mQizmMh. 9-ii7UU:^ 
5^;i/)T> h^-feXO.12 g, 0.52 mmol) is ^XJ^mWli^V^M. (29 mg, 0.21 mmol) 
SriUx., 251CT'7.5^^^#Lfc„ jt^^^^H^, n V h y' ^ - (n- 

^^•9->/B^mx5^;i/=l/lTS^)T'«^L. ffi^^#j(24 mg)^mt^. rtlS: 

^^iz^mmf^mmi^^u-^v^^y^- (hplo (ods:*^a, r±h-hV)v 
/7K=8o/2o-e^m)T'«igL, it^miae Bg, jr^ 2B%)^mr=.o 

IR(KBr): 3244, 2970, 2930, 1836, 1708, 1656, 1529, 1492, 1451, 1383, 136 
6, 1246, 1167, 1098, 958, 913, 886, 734 cb~^ 

^H NMR(CDCl3, 300MHz) 6 ppa: 9.02(br d, J=9.2 Hz, IH) , 8.50(s, IH) , 8.28( 
d, J=8.8 Hz, 2H), 8.02(d, J=8.3 Hz, 2H) , 7.46-7.59(b, 4H) , 6.40(br s, IH 
), 6.23(d, J=12.4 Hz, IH) , 6.13(d, J=12.7 Hz, IH) , 5.31 (br d, J=7.9 Hz, 
IH), 4.93(ddd, J=4.1, 4.7, 8.8 Hz, IH) , 4.45(d, J=4.6 Hz, IH) , 4.39(b, 1 
H), 2.86(dd, J=5.1, 5.9 Hz, IH) , 2.32-2.43(b, 2H) , 1.8g(B, IH) , 1.67(b, 



5 7 



ffiiE^ 2000-3009650 



#5|E 1 1 — 288539 

IH), 1.40(s, 9H), 1.22-1.45(m, 2H) , 1.13(d, J=6.8 Hz, 3H) , 0.93(d, J=6.8 
H2, 3H), 0.81 (t. J=7.4 Hz, 3H) , 0.57(m, IH) , 0.41-0.49(in, 2H) 
FABMS m/z: 660 (M+H)"^ calculated for C37H45N30g=659 
HRFABMS calculated for C37H45N30g(M+H)'^ 660.3285 found 660.3281 
[0 110] 

TJCK14A«>(49 ms, 0.11 mmol) SrN.N-^^;* 5^;i/5^;bi^T ^ F(4.9 mL)lC^^b, 3 

La 

-•y )\^itXl^yV)^^^fXl^ K (0.065 ml, 0.53 mmol)J3<}:t?^^:* U A(29 mg, 

0.21 mmoi) $:inx.. 25iCTn^rait#b>to SSco^^S^. U :^^f;i/^ P V 

,,^-^7^_(„_/s-^.-y->/g^^ni^;i/=l/lT'^m)T'ittSgb, <b'^#l8(48 mg, 
JR^ 78%) S:#itc 

^H NMR(CDCl3, 300MHz) 8 ppm: 9.17(d, J=9.2 Hz, IH) , 7.32(m, IH) , 6.98-7. 
16(m, 3H), 6.75(br s, IH) , 5.39(br d, J=7.7 Hz, IH) , 5.15(s, 2H) , 4.98(d 
dd, J=4.6, 4.6, 9.2 Hz, IH) , 4.62(d, J=4.6 Hz, IH) , 4.39(m, IH) , 3.50(dd 
, J=4.6, 7.5 Hz, IH), 2.50(m, 2H) , 1.86-2.07(o, 2H) , 1.63(m, IH) , 1.43(s 
, 9H), 1.39(d, J=7.0 Hz, 3H) , 1.28(m, IH) , 1.05(d, J=6.8 Hz, 3H) , 0.91 (m 
, 3H), 0.78(m, IH) , 0.68(m, IH) , 0.60(m, IH) 
FABMS m/z: 578 (M+H)"^ calculated for C2gH4QN30gF=577 
HRFABMS calculated for C2gH4iN30gF(M+H)"^ 578.2878 found 578.2886 
[0 111] 

UCK14Ao(50 mg, 0.11 mmol) $:N,N-S;^ ^;p3^;i'AT ^ K(5.0 mL)lC^«?L, 
TU y\^-fn% K(0.041 mL, 0.47 mmol) J3 J;t;^m;!J U A(31 mg, 0.22 mmol) 
$:iD^. 25'CT'0.5^ra^^bfc„ jiS^^^S^, >> U :*>!f □ V h 7 
^_(„_.xdp-9->/g^^x5^;i/=3/2T'^ai)T'i^SgL. 5|emSS^(41 mg)$:#fc, 
- *l $ ^ lC:9^^mHPLC(ODS?t7 ^A, T-feh-hU >n//7K=55/45T'^ffi) T'i^S^ 
L, ^b'^fe9(35 mg, 63%)S:#fec 

^H NMRCCDClg, 300MHz) 6 ppm: 9.10(br d, J=8.8 Hz, IH) , 6.70(br s, IH) , 5 
.89(ddd, J=5.7, 10.7, 16.2 Hz, IH) , 5.40(br d, J=7.9 Hz, IH) , 5.32(dd, J 
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=1.4, 17.2 Hz, IH), 5.23(dd, J=1.3, 10.4 Hz, IH) , 4.94(ddd, J=4.2, 4.6, 
8.8 Hz, IH), 4.63(01, 3H) , 4.40(m, IH) , 3.54(dd, J=4.6, 7.5 Hz, IH) , 2.43 
-2.56(in, 2H), 1.98(m, IH) , 1.65(m, IH) , 1.44(s, 9H) , 1.24-1.39(m, 5H) , 1 
.08(d, J=6.1 Hz, 3H), 0.95(t, J=7.5 Hz, 3H) , 0.68-0.85(in, 2H) , 0.61 (m, 1 
H) 

FARMS m/z: SIOCM+H)"*" calculated for C25H3gN30g=509 
HRFABMS calculated for CggH^QNgOgCM+H)"'' 510.2815 found 510.2833 
[0 112] 

mmmio ^t-^moco^^ 

MMMAHmWZ. IIJfeM9-e#e>tl<5'ft;-a'i^9(18 mg, 0.035 mmol), ^ U U 
;j^i5f>(1.8 nL)i5^V^VVyj\/7tumWi{0,35 mL, 4.6 mmol):^)^ e>'ft:-^ii;l0(18 m 
g, Hsim 100%)$:#7t„ 

^H NMRCCDClg, 300MHz) 6 ppm: 9.67(br d, J=9.3 Hz, IH) , 6.90(br s, IH) , 5 
.88(ddd, J=5.5, 10.5, 17.1 Hz, IH) , 5.32(dd, J=1.3, 17.1 Hz, IH) , 5.23(d 
d, J=1.3, 10.5 Hz, IH), 4.89(m, IH), 4.68(d, J=4.6 Hz, IH) , 4.62(d, J=4. 
8 Hz, 2H), 4.18(m, IH) , 3.52(dd, J=4.6, 7.7 Hz, IH) , 2.55(m, IH) , 2.47 (m 
, IH), 1.99(m, IH), 1.65(m, IH) , 1.58(d, J=6.9 Hz, 3H) , 1.23-1.49(m, 2H) 
, 1.07(d, J=6.7 Hz, 3H), 0.95(t, J=7.5 Hz, 3H) , 0.89(m, IH) , 0.80(m, IH) 
, 0.62(m, IH) 

FARMS m/z: 410(M+H)''" calculated for C2QH3jN30g=409 
HRFABMS calculated for CgonggNgOgCM+H)"*" 410.2291 found 410.2304 
[0 113] 

mmmn it^mn<D^m 

ucmAgCso mg, 0.11 ■■oi)$:i;^nn^^>(5.o ^DizmML. n-':f^j]yr 
;i/3-;K0.0i5 bL, o.16 moI). i,3-t^iy^a^^i/}iij;v^i:P>f ^ K(22 mg, 

0.11 mmol), l-t Fn^i/z^^yh UT^/-;^— 7K5RI%(25 mg, 0.21 mmol)j3 
^XfA-P:^^;vr^JifVPyi2.6 mg, 0.021 mmol)^inA. 25X:"t?1.5^IS^ 

^;b=3/2r'^ffi)T'5fisgL, mmmmm mg)$:^fc„ zn^^^^iz^mm hplc 
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(0DS;J7^A, T-fe h- h U;i//7K=60/40T'^m)T'«^L, it^mni9.3 mg, 
JtX^ 9.8%)^#fec 

NMRCCDClg, 300MHz) 6 ppm: 9.02(br d, J=8.2 H2, IH) , 6.61(br s, IH) , 5 
.40(br d, J=7.5 Hz, IH) , 4.63(d, J=4.4 Hz, IH) , 4.50(m, IH) , 4.40(m, IH) 
, 4.12(d, J=6.2 Hz, 2H), 3.55(m, IH) , 2.41-2.54(m, 3H), 2.00(ni, IH) , 1.5 
5-1.75(m, 2H), 1.44(s, 9H) , 1.42(d, J=7.4 Hz, 3H) , 1.23-1.40(m, 5H) , 1.0 
9(d, J=6.6 Hz, IH), 0.84-1.00(m, 8H) , 0.61(m, IH) , 0.57(m, IH) 
FABMS b/z: 526(M+H)'^ calculated for C2gH43N30g=525 
HRFABMS calculated for C2gH44N30g (M+H) 526.3128 found 526.3118 
[0 1 14] 

mmm^tmwz. mmmn-^m^ti^it^mn{25 mg, o.o48mmoi), v^u 

mg, JK* 100%) ^mt^. 

h NMRCCDClg, 300MHz) 8 ppm: 9.60(br d, J=9-5 Hz, IH) , 6.86(br s, IH) , 4 
.86(m, IH), 4.69(d, J=4.4 Hz, IH) , 4.18(m, IH) , 4.12(t, J=6.6 Hz, 2H) , 3 
.53(dd, J=4.6, 7.7 Hz, IH) , 2.55(m, IH) , 2.41 (m, IH) , 1.99(m, IH) , 1.55- 
1.71 (m, 5H), 1.24-1.44(m, 4H) , 1.14(in, IH) , 0.95(t, J=7.5 Hz, 3H) , 0.92( 
t, J=7.5 Hz, 3H), 0.67-0.84(111, 5H) , 0.62(m, IH) 
FABMS b/z: 426 (M+H)"*" calculated for C2jH35N30g=425 
HRFABMS calculated for Cg^HggNgOgCM+H)"^ 426.2605 found 426.2624 
[0 115] 

UCK14A2(30 mg, 0.064 mmol) S: s;^' □ n ijr >(0.90 mL)^^Xf^^U^^D- 
Xl.8 bL)IC^«?L, tert-yf^;b 2,2,2hU^^nnT-feh^^5^-h(0.11 mL, 
0.064 mmol)i3J:ZJ^n^uy hVyjl/7tV K in - x Ix- N (0.0079 mL, 0. 

064 BBoI)^tn;i. 25X:X'0.5mmmWLt^o mn(D^^m^. t/ViiJ^)V^U'^ 

h^^y ^ '-in-^^v-y/mm:^^}iy=s/2X'mm)X'nmh. mmmmizo mg) 
^mtco zti^^?>i^^mm EPicmsitj^j^, T-feh-by;i//7K=6o/40T'^ 
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h NMRCCDClg, 300MHz) 6 ppm: 8.88(br d, J=8.8 H2, IH) , 6.63(br s, IH) , 5 
.42(br d, J=7.5 Hz, IH) , 4.78(b, IH) , 4.63(d, J=4.6 Hz, IH) , 4.35(m, IH) 
, 3.52(dd, J=4.6, 7.5 Hz, IH) , 2.38-2.53(m, 2H) , 2.00(m, IH), 1.61-1.75( 
m, 2H), 1.45(s, 9H), 1.39-1.44(b, 12H) , 1.33(m, IH) , 1.08(d, J=6.8 Hz, 3 
H), 0.96(t, J=7.3 Hz, 3H) , 0.88(m, IH) , 0.77(m, IH) , 0.60(m, IH) 
FABMS m/z: 526 (M+H)'*' calculated for C2gH43N30g=525 
HRFABMS calculated for CggH^^NgOg (M+H) ■*■ 526.3128 found 526.3098 
[0 116] 

mmmu ^t^m^co^^ 

MMmUtmmz. UCK14A2(47 mg, 0.099 mmol), V ^ U U :^ i( y {^.7 mL), 
t/^ U^^i/n/:^'!t J -JViO.024 nl, 0.20 mmol), 1,3-V t/ ty Jliy }U 
K(41 mg, 0.20 mnol), 1-t Fn ^ ^/^^ ^ hU T l/-;i/-7K3fP#l(47 
mg, 0.40 taaol)i3^XJ^4-i^:fi^JVr^JifVi^yiA.8 mg, 0.040 mmol):i()^^>f^:■^ 
muil5 mg, Jt5t^ 26%)S:#jtc 

■^H NMRCCDClg, 300MHz) 6 ppm: 9.02(d, J=9.0 Hz, IH) , 6.63(br s, IH) , 5.40 
(br d, J=7.7Hz, IH), 4.90(m, IH) , 4.62(d, J=4.6 Hz, IH) , 4.38(m, IH) , 3. 
93(d, J=6.2 Hz, 2H), 3.54(dd, J=4.6, 7.7 Hz, IH), 2.41-2-54(b, 2H) , 1.98 
(a, IH), 1.55-1. 77 (m, 7H) , 1.39-1.45(m, 12H) , 1.15-1.38(m, 7H) , 1.08(d, 
J=6.6 Hz, 3H), 0.96(t, J=7.3 Hz, 3H) , 0.88(m, IH) , 0.77 (m, IH) , 0.61 («, 

FABMS m/z: 566 (M+H)"*" calculated for C2gH47N30g=565 
HRFABMS calculated for CggH^gNgOg (M+H) 566.3442 found 566.3453 
[0 117] 

MmmntmUi^. UCK14A2(49 mg, 0.11 maol), ^ iJr n □ ^ >(4.9 mL), 2 

-(hu ^5^;i/e/U;i/)ni^y-;i/(o.oi5 ul, o.ii mm 1), i,s-i?i/^u^^i/;v 

ijn^:^iy^^ K(22 mg, 0.11 mm 1), 1-}^ )/ h V T ^/-JV-yif.m^ 

(25 mg, 0.21 mmol)SJ:m-i^'^5^;i/T^ 7 try i^X2.6 mg, 0.021 mmol)A%P, 
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'fb-^^lSdS mg, JK^ 25%)$:#fe„ 

NMRCCDClg, 300MHz) 6 ppm: 8.98(br d, J=9.0 Hz, IH) , 6,62(br s, IH) , 5 
.39(br d, J=8.1 Hz, IH) , 4.85(ddd, J=4.3, 4.5, 8.8 Hz, IH) , 4.62(d, J=4. 
6 Hz, IH), 4.38(b, IH) , 4. 12-4.37(ni, 2H) , 3.55(dd, J=4.6, 7.5 Hz, IH) , 2 
.38-2.54(m, 2H) , 1.99(m, IH) , 1.58-1.75(b, 2H) , 1.38-1.47(m, 12H) , 1.33( 
B, IH), 1.08(d, J=6.8 Hz, 3H) , 0.98(t, J=8.7 Hz, 2H), 0.95(t, J=7.5 Hz, 
3H), 0.71-0.86(b, 2H) , 0.60(m, IH) , 0.04(s, 9H) 
FABHS m/z: 570 (M+H)'*' calculated for C27H4yN30gSi=569 
HRFABMS calculated for CgyH^gNgOgSi (M+H)''' 570.3211 found 570.3216 
[0 118] 

^MMQUm^i^. UCK14A2(43 mg, 0.091 mmol), :^^)]/^/lAT ^ K( 

4.3 mL), 2-a- Fx (0.035 nL, 0.46 mnol)-j3 ^Zfm.Wti3 V ^ 2^ {25 mg 

, 0.18 ■^mol);&^P>>ffc-^#16(24 mg, JR^ 51%)$:#fec 

^H NMRCCDClg, 300MHz) 6 ppm: 9.02(br d, J=8.6 Hz, IH) , 6.80(br s, IH) , 5 
.33(br d, J=7.8 Hz, IH), 4.96(ddd, J=4.0, 4.6, 8.6 Hz, IH) , 4.63(d, J=4. 
4 Hz, IH), 4.40(ddd, J=2.9, 6.6, 11.4 Hz, IH) , 4.32(m, IH) , 4.12(ddd, J= 
2.9, 5.5, 11.7 Hz, IH), 3.68-3.86(b, 2H) , 3.62(dd, J=4.4, 7.5 Hz, IH) , 2 
.57(m, IH), 2.48(m, IH), 1.99(m, IH) , 1.69(m, IH) , 1.39-1.48(m, 12H) , 1. 
23-1. 37(n, 2H), 1.09(d, J=6.8 Hz, 3H) , 0,96(t, J=7.3 Hz, 3H) , 0.88(m, IH 
), 0.71 (b, IH), 0.61 (m, IH) 

FARMS b/z: 514(M+H)''" calculated for C24H3gN30g=513 
HRFABMS calculated for C24H4QN30g(M+H)''' 514.2764 found 514.2767 
[0 119] 

MMmdtmWZ. UCK14A2(51 Bg, 0.11 BBol), yi^ J]/ ^^JVjUT ^ K(5 

.1 bL), ^□^:>l^;i/^5^;i/X-7^;i/(0.044 bL, 0.54 Bmol)^<fct?^^:^j U -i? 
is. (30 Bg, 0.22 BBoDjbNbft-^i^ndS Bg, JR^ 27%)S:i^feo 
^H NMR(CDCl3, 300MHz) 6 ppb: 9.12(br d, J=8.8 Hz, IH) , 6.65(br s, IH) , 5 
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.38(br d, J=7.5 Hz, IH) , 5.30(d, J=5.9 Hz, IH) , 5.24(d, J=5.9 Hz, IH) , 4 
.95(ddd, J=4.2, 4.6, 8.8 Hz, IH) , 4.63(d, J=4.6 Hz, IH) , 4.40(m, IH) , 3. 
55(dd, J=4.6, 7.5 Hz, IH), 3.37(s, 3H) , 2.45-2.58(m, 2H) , 1.99(m, IH) , 1 
.58-1.77(m, 2H), 1.40-1.48(m, 12H) , 1.32(m, IH) , 1.07(d, J=6.7 Hz, 3H) , 
0.95(t, J=7.3 Hz, 3H), 0.74-0.85(m, 2H) , 0.62(m, IH) 
FABMS m/z: 514(M+H)''' calculated for C24H3gN30g=513 
HRFABMS calculated for C24H4QN30g (M+H) 514.2765 found 514.2759 
[0 12 0] 

MmmQtmWZ, UCK14A2(46 mg, 0.098 mmol), :A^Jl^:i^)V2^r ^ K( 

4.6 mL), 2-^n^T-fe h:7iy X98 mg, 0.49 mmol)iB ^XJ^MM^tf V 2^{27 m 
g, 0.20 nlmol)*^e,<{:-^^18(28 mg, flX^ 49%)$:#fc„ 

^H NMRCCDClg, 300MHz) 6 ppm: 9.46(br d, J=9.3 Hz, IH) , 7.87 (m, 2H) , 7.62 
(m, IH), 7,50(m, 2H) , 6.67(br s, IH) , 5.43(br d, J=8.4 Hz, IH) , 5.38(s, 
2H), 5.09(m, IH) , 4.62(d, J=4.5 Hz, IH) , 4.47(m, IH) , 3.66(dd, J=4.6, 7, 
7 Hz, IH), 2.56-2. 74(m, 2H) , 1.89(m, IH) , 1.70(m, IH) , 1.55(m, IH) , 1.38 
-1.47(m, 12H), 1.19(m, IH) , 0.99(d, J=6.7 Hz, 3H) , 0.85-0.96(m, 2H) , 0.7 
9(d, J=7.3 Hz, 3H), 0.65(m, IH) 

FABMS m/z: 588(M+H)''" calculated for C3QH4^N30g=587 
[0121] 

UCK14A2(52 mg, 0,11 mmol) §: ^ ^ n □ >l ^jr X5.2 aL)lzmML. ^yi/JhT 
^>(0.012 mL, 0.11 mmol), l,3-Vty^U^^i/)\/iJj]/:^i^>(^ K(23 mg, 0.1 
1 imo\)^J:m-}:l\^U^t/^y\/hVr)/-;V—yi^m^i26 mg, 0.22 mmol)$: 

-(n-/\:^1J->/g^^X^;i.=l/3T'^ffi)T'5©igL. mmm^(67 mg)^mtzo 3 
tl^^^lZ^MM HPLC(0DS;J7^A, T-fe h- h y ;i//;ic=50/50T'?§ffi)'e3ffig 

it^m9{31 mg, JtK^ 50%)^^fc„ 
^H NMR(CDCl3, 300MHz) 6 ppm: 9.14(br d, J=6.5 Hz, IH) , 7.18-7.45(m, 5H) , 
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6.90(11, IH), 6.77(br s, IH) , 5.29(br d, J=6.7 Bz, IH) , 4.83(ii, IH) , 4.5 
6(d, J=4.5 Hz, IH), 4.50(dd, J=4.6, 14.9 Hz, IH) , 4.36(dd, J=5.5, 15.0 H 
z, IH), 4.31 (m, IH), 3.33(dd, J=4.6, 7.5 Hz, IH) , 2.61(m, IH) , 2.41(n, 1 
H), 1.92(b, IH), 1.80(m, IH) , 1.57(m, IH) , 1.42(s, 9H) , 1.34(d, J=7.0 Hz 
, 3H), 1.27(iD, IH), 1.01 (d, J=6.8 Hz, 3H) , 0.90(d, J=7.3 Hz, 3H) , 0.87(in 
, IH), 0.80(b, IH), 0.60(o, IH) 

FABMS m/z: 559(M+H)''' calculated for C2gH42N407=558 
HRFABMS calculated for CggH^gN^OyCM+H)"^ 559.3132 found 559.3149 
[0 12 2] 

MMm^tmrni^. mmmiQ-vm^ti^it-kmiQUs mg, 0.033 mmoi), p^n 

0:jI^?>(1.8 BL)feJ:yf h U :7;L':roM(0.36 mL, 4.7 iM)ol)*^A,-ft-^/^20(16 

h NMRCCDClg, 300MHz) 6 ppn: 9.51(br d, J=8.8 Hz, IH) , 7.25-7.38(ii, 6H) , 
7.02(br s, IH), 4.74(m, IH) , 4.58(d, J=4.4 Hz, IH) , 4.37-4.43(m, 2H) , 4 
.17(m, IH), 3.40(dd, J=4.6, 7.9 Hz, IH) , 2.43(m, IH) , 2.28(m, IH) , 1.90( 
■ , IH), 1.44-1.63(m, 5H) , 1.28(m, IH) , 0.98(d, J=6.8 Hz, 3H) , 0.90(bi, IH 
), 0.89(t, J=7.3 Hz, 3H), 0.75(m, IH) , 0.56(b, IH) 
FABMS b/z: 459(M+H)'^ calculated for C^/^^/i^/i^s^^^^ 
[0 12 3] 

IIWJ21 it^mi(D^m 

MMMlQtmWZ. UCK14A2(49 mg, O.ll mBol), S^'^ n D ^ >(4.9 bL), 1 

-■ry ^ i/y:^^jvr^ y (0.015 mi, o.ii bboI), i,3-t^'i/^u^^t/)iit3;i:^ 
K(22 Bg, o.ll BBoOfeit^i-k: Kn=^^i/^>y h y Ty-;i/— ;!KjN3%(2 
5 Bg, 0.21 ■Bol)*^e>ffc-^#f21(38 Bg, JK^ 60%)$:#;t„ 
IR(KBr): 3272, 3054, 2974, 2936, 1835, 1650, 1513, 1454, 1367, 1249, 116 
6, 1100, 1021, 914, 887, 778, 668 cn~^ 

h NMRCCDClg, 300MHz) S ppa: 9.07(br s, IH) , 7.97(b, IH) , 7.86(b, IB), 7 
.80(b, IH), 7.48(b, 2H), 7.40(b, 2H) , 6.84(br s, IH) , 6.55(s, IH) , 5.25( 
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br d, J=6.4 Hz, IB), 5.04(dd, J=6.5, 14.7 Hz, IH) , 4.82(m, IH) , 4.74(dd, 
J=4.8, 14.5 Hz, IH), 4.36(d, J=4.6 Hz, IH) , 4.26(b, IH) , 2.86(m, IH) , 2 
.63(in, IH), 2.27(m, IH) , 1.88(ib, IH) , 1.70(m, IH) , 1.40(s, 9H) , 1.24-1.3 
7(in, 2H), 1.20(d, J=7.0 Hz, 3H) , 0.90(d, J=6.6 Hz, 3H) , 0.78-0.85(m, 4H) 
, 0.73(m, IH), 0.55(in, IH) 

FABMS b/z: 609 (M+H)"'' calculated for C33H44N^07=608 
HRFABMS calculated for CggH^gN^OyCM+H)'*' 609.3288 found 609.3306 
[0124] 

mmm22 it^mzo^^ 

MMM^Hm^iZ. ||J6M21T'^e)tl<&'ffc-^i^21(28 mg, 0.046 nmol). V ^ U 
n^^>(2.8 mL)^<fct)f h U 0 8^^(0.57 mL, 7.3 mmol) :^)^ P>'fb'^%22(25 

mg, JR^ 86%) ^mt^o 
h NMRCCDClg, 300MHz) 6 ppm: 9.45(br d, J=8.8 Hz, IH) , 7.76-7.90(in, 2H) , 

7.71 (m, IH), 7.37-7. 47 (m, 2H) , 7.27-7.35(m, 2H) , 7.23(in, IH) , 6.90(br s 
, IH), 4.62-4.85(m, 3H) , 4.41 (d, J=4.2 Hz, IH) , 4.13(ni, IH) , 3.06(dd, J= 
4.4, 7.3 Hz, IH), 2.18-2.35(0, 2H) , 1.77(iii, IH) , 1.23-1.48(m, 5H) , 1.11( 
m, IH), 0.93(b, IH), 0.88(d, J=6.8 Hz, 3H) , 0.80(t, J=7.3 Hz, 3H) , 0.66( 
B, IH), 0.45(b, IH) 

FABMS b/z: 509(M+H)''' calculated for C28H3gN^05=508 
HRFABMS calculated for CggHgyN^OgCM+H)''" 509.2764 found 509.2780 
[0 12 5] 

UCK14A2(30 Bg, 0.063 bboI) n D 7^ ^ >(3.0 BL)lC^g?L, 

K^i;>'X0.0062 bL, 0.063 bboI), U^^i/A/itj}^:^^/^ ^ K(13 b 

g, 0,063 BBol)feJ;rjfl-t: \^U^ty^y)/hVr)/-}V—yl^m%il5 Bg, 0.13 B 

»oi)$:in^, 25rT'0.5^ra^^L;to m^<D^mm^. mm^u-^h^^y^ 

tl^^^lZ-^mm HPLC(0DS;!7^A, T-fe h n h U ;i//7K=50/50T'?tffi)T?fi|g 
L, it'^m3i22 Bg, urn 62%) S:#;tc 
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NMRCCDClg, 300MH2)S ppm: 9.19(br d, J=7.5 Hz, IH) , 8.52(br s, IH) , 7 
.14-7.23(n, 2H), 6.74-6. 91 (m, 4H) , 6.16(br d, J=3.6 Bz, IH) , 5.32(br d, 
J=7.1 Hz, IH), 4.90(iii, IH), 4.62(d, J=4.6 Hz, IH) , 4.36(m, IH) , 3.55(dd, 
J=4.6, 7.9 Hz, IH), 2.44-2.58(m, 2H) , 1.95(m, IH) , 1.84(b, IH) , 1.62(m, 
IH), 1.40-1. 46(m, 12H) , 1.26(m, IH) , 1.03(d, J=6.6 Hz, 3H) , 0.90(t, J=7 
.3 Hz, 3H), 0.89(10, IH) , 0.70(ib, IH) , 0.59(m, IH) 
FABMS m/z: 560 (M+H)"'' calculated for C2gi/^i\0j=559 
HRFABMS calculated for C28H2h'^7^^^^^* 560.3084 found 560.3094 
[0 12 6] 

mmmzA ^b-^^24®-^^ 

MMmiQtmW^. UCK14A2(21 mg, 0.044 mmol), V ^ UU :^ 9 y {2.1 mL). 
n-:/^;i/r^ > (0.0044 mL, 0.044 nmol), 1,3-i/ i/ ^ i/Jl/jtj ^ 

K(9.1 mg, 0-044 mmol)fc j:t^l-t Kn^i/^^y h U yy-;!/— *fD4^(10 mg 
, 0.088 mmol)3b^e>^b-a-#l24(21 mg, JR^ 89%)^mtco 

h NMR(CDCl3, 300MHz) 6 ppm: 9.10(br d, J=7.1 Hz, IH) , 6.81(br s, IH) , 6 
.48(m, IH), 5.32(br d, J=6.2 Hz, IH) , 4.75(b, IH) , 4.62(d, J=4.4 Hz, IH) 
, 4.33(m, IH), 3.52(dd, J=4.4, 7.7 Hz ,1B), 3.22(dd, J=7.0, 12.8 Hz, IH) 
, 3.21(dd, J=6.6, 12.3 Hz, IH) , 2.58(m, IH) , 2.42(m, IH) , 2.00(m, IH) , 1 
.39-1.55(m, 2H), 1.44(s, 9H) , 1.41 (d, J=7.0 Hz, 3H) , 1.23-1.39(m, 5H) , 1 
.07(d, J=6.6 Hz, 3H), 0.84-1. 01 (m, 7H) , 0.80(m, IH) , 0.59(m, IH) 
FABMS m/z: 525(M+H)"'' calculated for C2g'R^^/Prj=524 
HRFABMS calculated for C2eH45N^07(M+H)''" 525.3288 found 525.3268 
[0 12 7] 

mMm^nmm^^ Mt^m2AX'm^ti^it'^m2Am o.o46 amoi), t;^D 

D^^>(2.4 nW^^Zfh V yjVytum^iOAa ml, 6.3 ■■ol);^>^ P,'f[:-^i^25(23 
mg, urn 92%) 5:#feo 

^H NMR(CD3CN, 300MHz) 6 ppm: 9.10(m, IH) , 7.50(s, IH) , 6.70(br s, IH) , 4 
.70(d, J=4.4 Hz, IH), 4.55(n, IH) , 4.10(m, IH) , 3.65(dd, J=4.4, 8.2 Hz, 
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IH), 3.07-3.20(m, 3H) , 2.49(m, IH), 2.26(m, IH) , 1.85-1.98(m, 6H) , 1.52( 
m, 2H), 1.23-1.46(in, 4H) , 1.01 (d, J=7.0 Hz, 3H) , 0.79-0. 96(m, 6H) , 0.54( 
n, IH) 

FABMS m/z: 425 (M+H)'*' calculated for C2-^E^li ^0^=424: 
HRFABMS calculated for Cg^HgyN^OgCM+H)''' 425.2782 found 425.2764 
[0 12 8] 

mmm26 ^^mzeo^m 

UCK14A2(40 mg, 0.085 mmol) n n ^ ^ >(4.0 mL) IC^«? =E)]yy^V 

>(0.0074 mL, 0.085 mnol), ^ U^^i/)Vit3 ^ K(18 mg, 0,0 

85 miBol)feJ;t5l-I^ KD^t/^> h y Ty-;i/— :!K5ftI#?(20 mg, 0.17 rnmol)?: 

-(n-/\:^-i^>/if^X5^;i/=l/5'-l/10-e^ffi)T'«^L, >ff:'^%26(12 mg, JiX 
m 28%)S:#7t„ 

^H NMRCCDClg, 300MHz) 6 ppm: 8.53(br d, J=7.1 Hz, IH) , 6.65(br s, IH) , 5 
.33(br d, J=7.1 Hz, IH) , 5.07(ddd, J=4.4, 4.6, 9.0 Hz, IH) , 4.61(d, J=4. 

6 Hz, IH), 4.32(m, IH) , 3.40-3. 77(m, 9H) , 2.50(m, IH) , 1.90-2. 09(m, 2H) , 
1.61-1.82(m, 2H), 1.43(m, 9H) , 1.38(d, J=7.0 Hz, 3H) , 1.31 (m, IH) , 1.09 

(d, J=6.8 Hz, 3H), 0.96(t, J=7.4 Hz, 3H) , 0.89(m, IH) , 0.80(m, IH) , 0.61 
(■, IH) 

FABMS m/z: 539 (M + H)"^ calculated for C2gH42N40g^538 
HRFABMS calculated for C2gH43N40g (M+H) ■*■ 539.3081 found 539.3067 
[0 12 9] 

mmm27 it^m7(D^m 

MMmiQUmm:^. UCK14A2(46 mg, 0.098 nmol). ^ U U :fi ^ y iA.6 mL), 
L-r^ — >'^>S^V1/X::^5^;i/(21 mg, 0.12 mnol), U^^t/)VitjJ\/^ 
V-i^ K(24 mg, 0.12 mmol)fe J:tJtl-t Kn N U T V^-;i/-*fPi^(2 

7 mg, 0.23 mmol):«)xP,>ffc-a-i^27(20 mg, 32%) 

^H NMRCCDClg, 300MHz) 6 ppm: 9.00(br d, J=7.5 Hz, IH) , 7.30-7.41 (m, 5H) , 
7.20(m, IH), 6.67(br s, IH) , 5.30(br d, J=7.0 Hz, IH) , 5.18(d, J=12.3 H 
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z, IH), 5.13(d, J=12.3 Hz, IH) , 4.87(m, IH) , 4.61(d, J=4.6 Hz, IH) , 4.57 
(m, IH), 4.34(m, IH), 3.48(dd, J=4.6, 7.7 Hz, IH) , 2.46-2.59(m, 2H) , 1.9 
8(«, IH), 1,58-1.72(0, 2H), 1.40-1.48(m, 12H) , 1.38(d, J=7.2 Hz, 3H) , 1. 
28(m, IH), 1.05(d, J=6.8 Hz, 3H) , 0.98(m, IH) , 0.92(d, J=7.3 Hz, 3H) , 0. 
76(m, IH), 0.56(m, IH) 

FABMS ffl/z: 631 (M+H)'*' calculated for C^^^^e^ ^0^=630 
BRFABMS calculated for C^^^j^^^^^-^^^^ 631.3344 found 631.3358 
[0 13 0] 

mmm28 it-^mzso)^^ 

lligM4"t?#e>tlSfl:-&#f4(20 mg, 0.035 mmol) h ^ KUy'^Xl.O mL 
)fej:y^7K(1.0 bDIC^^U, ^yi/JV^aa:i^Jly:^~h{20 mg, 0.14 mmol)^ 

jznmwtTi^mi- hV'yj^ (12 mg, o.u mmoi)^^^. ox:x'mmmwLt:io mn 

m)T'S»SgL, ^^-^^^28(20 mg, JR^ 95%) 

^H NMRCCDClg, 300MHz) 6 ppm: 9,13(br d, J=9.4 Hz, IH) , 7.23-7.42(m, lOH) 
, 6.58(br s, IH) , 5.68(br d, J=7.7 Hz, IH) , 5.16(s, 2H) , 5.09(s, 2H) , 4. 
97 (m, Ifl), 4.60(d, J=4.4 Hz, IH) , 4.47(m, IH) , 3.45(dd, J=4.4, 7.5 Hz, 1 
H), 2,42-2.55(B, 2H) , 1.95(m, IH), 1.54-1. 72(b, 2H) , 1.41(d, J=7.0 Hz, 3 
B), 1.30(m, IH), 1.04(d, J=6.8 Hz, 3H) , 0.94(t, J=7.3 Hz, 3H) , 0.89(i», 1 
H), 0.72(m, IH), 0.57(m, IH) 

FABMS a/z: 594 (M+H)''' calculated for C32H3gN30g=593 
[0 13 1] 

mmm29 it^m22(D^m 

lli6M4-e#e>tlS'ft-^%4(40 mg, 0.070 amol)$:7^h^H Ko:7^>' (2.0 mL 

)feJ:t;zK(2.o mDizmmv. A-^n=ic^yi^;vi^uu^^A:^-hii20 mg, 0.35 

«»o\)t5^t^mm7i<^M±hV^ 2^(29 mg, 0.35 mmoO^Jnx., OX^T'l^i^Jg^b 

i/iT'^§m)T'#igu. it^m2mB mg, t^m 83%)^mr=.o 

h NMR(CDClo, 300MHz) 6 ppm: 9.13(br d, J=9.2 Hz, IH) , 7.43-7.49(«, 2H) , 
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7.29-7.37(m, 5H) , 7. 17-7.24(m, 2H) , 6.59(br s, IH) , 5.72(br d, J=7.7 Hz 
, IH), 5.15(s, 2H), 5.02(s, 20), 4.96(m, IH) , 4.60(d, J=4.4 Hz, IH) , 4.4 
4(in, IH), 3.45(dd, J=4.5, 7.5 Hz, IH) , 2.42-2.55(ii, 2H) , 1.96(m, IH) , 1. 
70(m, IH), 1.62(m, IH) , 1.40(d, J=7.0 Hz, 3H) , 1.30(id, IH) , 1.04(d, J=6. 
8 Hz, 3H), 0.93(t, J=7.3 Hz, 3H) , 0.93(m, IH) , 0.53-0.68(m, 2H) 
FABMS m/z: 672 (M+H)"^ calculated for C32H3gN30g^^Br=671 
[0 13 2] 

mgM4T'#e>tl'5^t:-^i^4(20 mg, 0.035 mmol) ^N,N-S^';>1 5^;1/7}n;1/AT ^ K( 
2.0 mDlzmMV. ^yi:^)V>fVi/r:^-h (0.017 mL, 0.14 mmol) ^ J:t; MJ a: 
^;i/T^>(9.7 mL, 0.070 mnol)^ta^. OX^VO.Bm^mWi^tc.. jISO^^S 

^, s/U;J7'y;L'^av h^^7>r-(n-/\df-tf>/g^^x5^;i/=i/3-^^m)-e5^ 

mV. ffc^i^30(19 ng, JD?^ 92%)S:#fee 

^H NMR(CDCl3, 300MHz) 6 ppm: 9.12(br d, J=9.0 Hz, IH) , 7. 14-7.40(m, lOH) 
, 6.65(br s, IH) , 5.98(m, IH) , 5.55(m, IH) , 5.15(d, J=12.3 Hz, IH) , 5.09 
(d, J=12.3 Hz, IH), 4.74(m, IH) , 4.61 (m, IH) , 4.58(d, J=4.6 Hz, IH) , 4.3 
2(d, J=5.5 Hz, 2H), 3.46(dd, J=4.4, 7.5 Hz, IH) , 2.49(m, IH) , 2.29(m, IH 
), l-94(in, IH), 1.61(m, IH) , 1.38(d, J=7.0 Hz, 3H) , 1.19-1.35(bi, 2H) , 1. 
03(d, J=6.8 Hz, 3H), 0.93(t, J=7.4 Hz, 3H) , 0.90(m, IH) , 0.69(b, IH) , 0. 
50(m, IH) 

FABMS b/z: 593(M+H)''" calculated for C32H4qN407=592 
[0 13 3] 

mmmzi ^1:^*^31©^^^ 
mmmsoiimwc. mMmAX'm^t\>sit^m^i2o mg, 0.035 mmoi). n.n-s:; 

:5l5^;i/3j^;i/Ar ^ K(2.0 bL). -iVZfUl^Jl/^fVt/r^^-hiO.OU mi, 0.14 mm 
ol)^<ktFb U:i: 5^ ;br^ > (0.0097 mL, 0.070 mmol)*^ e)'f[:-^«fel31(16 mg, it5?^ 
86%) S:#^c„ 

^H NMRCCDClg, 300MHz) 6 ppm: 9.00(br d, J=7.9 Hz, IH) , 7.33(s, 5H) , 6.73 
(br s, IH), 5.51(m, IH) , 5.15(s, 2H) , 4.92(ddd, J=4.2, 4.6, 8.8 Hz, IH) , 
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4.62(d, J=4.6 H2, IH) , 4.57(dq, J=7.2, 7.2 Hz, IH) , 4.25(m, IH) , 3.81 (d 
q, J=6.2, 12.8 Hz, IH), 3.51 (dd, J=4.6, 7.0 Hz, IH) , 2.55(m, IH) , 2.40(in 
, IH), 1.98(m, IH), 1.83(iB, IH) , 1.64(in, IH) , 1.36(d, J=7.0 Hz, 3H) , 1.3 
0(a, IH), 1.02-1. 15(m, 9H) , 0.95(t, J=7.5 Hz, 3H) , 0.89(in, IH) , 0.74(m, 
IH), 0.59(iD, IH) 

FABMS in/z: 545 (M+H)"*" calculated for C2gBj^QH^0j=5U 
[0134] 

mmmsotmmiz, mMm4vm6ti^it'^mi2o mg, 0.035 mmoi), n,n-^' 

^^)\^:^J\/2^r ^ K(2.0 mL). ^> S^Vl/^ V^rti/T^ - h (0.019 mL, 0.14 mm 
ol) J3 J: tJfhy3l^;Vy^> (0.0097 mL, 0.070 mmol)*^pJ^^:■^%32(16 mg, IR^ 
75%)?:#:to 

^H NMR(CDCl3, 300MHz) 6 ppm: 9.57 (br d, J=9.2 Hz, IH) , 7.63(br s, IH) , 7 
.29-7.38(m, lOH) , 6.58(br s, IH) , 6.55(br s, IH) , 5.13(s, 2H) , 5.07(m, 1 
H), 4.74(m, IH), 4.62(d, J=4.6 flz, IH) , 4.51(d, J=14.7 Hz, Ifl) , 4.49(d, 
J=14.8 Hz, IH), 3.48(dd, J=4.6, 7.5 Hz, IH) , 2.53(m, IH) , 2.29(m, IH) , 1 
.96(m, IH), 1.55-1.75(m, 2H) , 1.43(d, J=7.0 Hz, 3H) , 1.30(m, IH) , 1.05(d 
, J=6.8 Hz, 3H), 0.94(t, J=7.3 Hz, 3H) , 0.55-0.78(m, 2H) , 0.48(m, IH) 
FABMS m/z: 609(M+H)''' calculated for C32H4QN40gS=608 
[0 13 5] 

MMmSOtmrnz. Mi^mA'Vn^n^it^m(20 mg, 0.034 maol), n,n-$; 
^5^;i'3^;i'JUT^ K(2.0 mL), M*^Jft#^(31 mg, 0.14 mmol)fe J: tJt hU 
;i/T^>(0.0095 mL, 0.068 mmol) e)fb-^i^33(20 mg, ^Am^mt^o 
h NMR(CDCl3, 300MHz) 5 ppm: 9.35(br d, J=9.3 Hz, IH) , 7.30-7.52(b, 8H) , 
7.28-7.36(m, 2H) , 7.18(br d, J=7.4 Hz, IH) , 6.70(br s, IH) , 5.18(s, 1H) 
, 5.00(m, IH), 4.88(m, IH) , 4.63(d, J=4.4 Hz, IH) , 3.48(dd, J=4.5, 7.5 H 
z, IH), 2.47-2.58(m, 2H) , 1.97(m, IH) , 1.63(m, IH) , 1.52(d, J=6.9 Hz, 3H 
), 1.22-1.38(m, 2H), 1.06(d, J=6.8 Hz, 3H), 0.95(t, J=7.5 Hz, 3H) , 0.89( 
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m, IH), 0.75(m, IH) , 0.59(m, IH) 
FABMS m/z: 564(M+H)'*' calculated for C3jH37N307=563 
[0 13 6] 

mMm^-vm^n^it-^mAm mg, 0.035 minoi)$:^^(2.o mDizmmv. m 
^yijffjvifw^v f'y-y^i- (n-/sdriJ->/i^^x^;i/=i/5T'^m)-e5»^b, 

^^-^^^34(15 mg, JK^ 88%)S:#^„ 

NMR(CDCl3, 300MHz) 6 ppm: 9.22(br d, J=9.4 Hz, IH) , 8.26(s, IH) , 7.34 
(s, 5H), 6.60-6.69(m, 2H) , 5.16(s, 2H) , 4.97(ddd, J=4.4, 4.6, 9.0 Hz, IH 
), 4.74(dq, J=7.0, 7.0 Hz, IH) , 4.64(d, J=4.6 Hz, IH) , 3.37(dd, J=4.4, 7 
.5 Hz, IH), 2.45-2.56(b, 2H) , 1.98(ii, IH) , 1.72(ra, IH) , 1.63(in, IH) , 1.4 
4(d, J=6.9 Hz, 3H), 1.35(m, IH) , 1.07(d, J=6.8 Hz, 3H) , 0.96(t, J=7.4 Hz 
, 3H), 0.88(m, IH) , 0.77(in, IH) , 0.60(m, IH) 
FABMS m/z: 488 (M+H)"*" calculated for C25H33N307=487 
[0 13 7] 

nmm^^ ^fb-a-^35®-^^ 

%mm>^>Lnm^. ||JgM4T?#e>nS^b-^%4(20 mg, 0.035 mmoO, N,N-i; 
i^^)\/iiS)\^h.rK K(2.0 mL), 4a7Kif^(0.013 »L, 0.14 mmol) j:tJf h U 
;i/r ^ >(0.0098 mL, 0.070 mmol)7!)>ej^b'&#35(18 mg, %m.^')^%t^. 
^H NMR(CDCl3, 300MHz) 6 ppm: 9.14(br d, J=9.2 Hz, IH) , 7.34(b, 5H) , 6.68 
(br s, IH), 6.47(br d, J=7.2 Hz, IH) , 5.16(s, 2H) , 4.97(m, IH) , 4.63(m, 
IH), 4.62(d, J=4.4 Hz, IH) , 3.48(dd, J=4.4, 7.3 Hz, IH) , 2.45-2.54(m, 2H 
), 1.98(s, 3H), 1.96(m, IH) , 1.63(m, IH) , 1.40(d, J=7.0 Hz, 3H) , 1.23-1. 
48(m, 2H), 1.07(d, J=6.8 Hz, 3H) , 0.95(t, J=7.3 Hz, 3H) , 0.88(m, IH) , 0. 
74(m, IH), 0.59(«, IH) 

FABMS m/z: 502 (M+H)"*" calculated for C2gH35N30y=501 
[0 13 8] 
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IIJgWT*#e>tl-g><fc'&*i?4(25 Bg, 0.044 mmol) S:N,N-y^ 5^;i/d>;i/AT ^ K( 
2.5 mL)lC^«j¥b, 2-\^^t/yiJ)\y^ymn mg, 0.087 mmol), ig^-l-X^;i/- 
3- {S-t^:^'^A/r^^'fU\fJV) K(17 mg, 0.087 mmol) ^ J; t)^!- 

\^\^u^^^y^J\^^J7^-^-^^^^^^^^^ '^^^ ^'^'^ mmol) $:ijn;l. ox:-eo.5^ 

NMRCCDClg, 300MHz) 6 ppm: 9.38(br d, J=9.5 Hz, IH), 9.35(d, J=1.2 Hz, 
IH), 8.73(d, J=2.6 Hz, IH) , 8.55 (dd, J=1.6, 2.5 Hz, IH) , 8.51 (br d, J=7 
.7 Hz, IH), 7.35(s, 5H) , 6.64(br s, IH) , 5.80(s, 2H) , 5.01 (», IH) . 4.88( 
m,lH), 4.65(d, J=4.6 Hz, IH) , 3.48(dd, J=4.6, 7.6 Hz, IH) , 2.48-2.57 (o, 
2H), 1.99(m, IH). 1.59-1.73(m, 2H) , 1.55(d, J=7.0 Hz, 3H) , 1.34(m, IH) , 
1.08(d, J=6.6 Hz, 3H), 0.98(t, J=7.4 Hz, 3H) , 0.88(in, IH) , 0.76(m, IH) , 
0.60 (m, IH) 

FARMS n/z: 565 (M+H)"^ calculated for C2gH35N507=564 
[0 13 9] 

mnmseummz. mmm^x^n^ti^it^^^f^^^ »«. o.o44 mmoi), N,N-e; 

^5^;i/>fx;i/Ar^ K(2.5 mL), 3-tert-:/^;i/e;^^;i/i/u;i':^^i^:^n tr:r> 
^(11 Bg, 0.087 Bmoi), jgm-i-x5^;i'-3- (3-i^'^ 5=-;i/r ^ ^ tf;i/) 

F(17 Bg, 0.087 nmoD^j: 0^1-11 Fn^^>/<>v^hUry-;v-:?Kfii 

#>(20 mg, 0.17 mmol):^)^P,>fb'^^fe37(16 Bg, 56%)$:#fec 
h NMR(CDCl3, 300MHz) 6 ppb: 9.27(br d, J=9.5 Hz, IH) , 7.47(br d, J=7.7 
Hz, IH), 7.33(B, 5H), 6.61(br s, IH) , 5,15(s, 2H) , 5.01(b, IH) , 4.66(m, 
IH), 4.64(d, J=4.4 Hz, IH) , 4.07(s, 2H) , 3.56(dd, J=4.6, 7.5 Hz, IH) , 2. 
45-2. 57(b, 2H), 1.97(b, IH) , 1.55-1.75(b, 2H) , 1.45(d, J=6.9 Hz, 3H) , 1. 
30(b, IH), 1.07(d, J=6.8 Hz, 3H) , 0.91-0.98(b, 12H) , 0.73(a, IH) , 0.65(b 
, IH), 0.58(b, IH), 0.04(s, 6H) 

FABMS b/z: 632(M+H)'^ calculated for C32H4gN30gSi=631 
[0 14 0] 



ffi|E# 2000-3009650 



11-28853 



MMmS7X'n^n^^t^m37i2A mg, 0.038 mmol) h ^ H Kn:7^>(2.4 

075 «L, 0.075 ■inol)J3J:Uf@t^(4.3 mg, 0.075 mmol) $:Jnx., 25t:"e2^|g^^ 

-;i/=15/lT'^m)T'«igL. 5|fi«^%(15 Bg)S:^7^c„ Cltl?: S e> tCr^-^l^ HPL 
C(0DS;!3^i^, T-fe h-hU;i//7K=40/60T'^ffi)T'«^b, -fb-^^SSO.S mg, 
JR^ 49%)$:#feo 

NMRCCDClg, 300MH2) 6 ppm: 9.02(br d, J=8.3 Hz, IH) , 7.29-7.40(m, 5H) , 
7.13(br d, J=6.7 Hz, IH) , 6.66(br s, IH) , 5,19(d, J=11.9 Hz, IH) , 5.13( 
d, J=12.3 Hz, IH), 4.95(ddd, J=4.2, 4.2, 8.4 Hz, IE), 4.66(m, IH) , 4.62( 
d, J=4.4 Hz, IH), 4.01-4. 14(m, 2H) , 3.55(br s, IH) , 3.49(dd, J=4.4, 7.4 
Hz, IH), 2.42-2.58(m, 2H) , 1.98(m, IH) , 1.53-1.72(m, 2H) , 1.44(d, J=7.0 
Hz, 3H), 1.31 (m, IH) , 1.07(d, J=6.8 Hz, 3H) , 0.96(t, J=7.3 Hz, 3H) , 0.75 
(m, IH), 0.56-0.70(m, IH) 

FABMS m/z: 518 (M+H)'*' calculated for C2gH35N30g=517 
[0141] 

HiSMsg 'f[:-^ifei39®^^ 

^J6M30il^^lC, ||j6gM47?#e>tl^'fb'^%4(20 mg, 0.035 mmol). N,N-$; 
:>i^>«/;J^;i/Ar 5 K(2.0 bL), ^>if >:;^;1//J>— □ y F(0.018 mL, 0.14 mm 
ol)^i:t)fM;:c^;ixT^ ^(0.0096 mL, 0.069 mmol) ^<fc'^ife39(17 mg, JR^ 
83%) ^%tz.. 

H NMRCCDClg, 300MHz) 6 ppm: 8.96(br d, J=9.1 Hz, IH) , 7.82-7.88(m, 2H) , 
7.38-7.55(m, 3H) , 7.24-7.36(m, 5H) , 6.59(br s, IH) , 5.80(br d, J=9.0 Hz 
, IH), 5.50-5.68(m, 2H) , 4.70(m, IH) , 4.62(d, J=4.6 Hz, IH) , 4.09(m, IH) 
, 3.47(dd, J=4.4, 7.6 Hz, IH) , 2.39(m, IH) , 2.22(m, IH) , 1.99(m, IH) , 1. 
56-1. 72(m, 2H), 1.34(d, J=6.9 H2, 3H) , 1.28(m, IH) , 1.07(d, J=6.8 Hz, 3H 
), 0.95(t, J=7.5 Hz, 3H), 0.89(m, IH) , 0.45-0.58(m, 2H) 
FABMS m/z: 600 (M+H)"*" calculated for C«nH<a7NoO«S=599 
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[0 14 2] 

mmmsonmw^^ mmm^vn^t\'^it^mii5 mg. 0.026 mmoi), n.n-^? 

:^^}hlt^}VJ^r^ K(1.5 mL), ^i?>:^;i/3it^;i/^n'J F(0.0081 mL, O.IO mmo 
l)i5^XfhV :r.^)V7^y (0.0073 mL, 0.052 mmol) P>fb-^tl40(13 mg, 
95%) $:#fco 

NMRCCDClg, 300MHz) 6 ppm: 9.18(d, J=9.3 Hz, IH) , 7.34(m, 5H) , 6.68(br 
s, IH), 5.51 (br d, J=12.3 Hz, IH) , 5.17(m, 2H) , 4.97(m, IH) , 4.63(d, J= 
4.6 Hz, IH), 4.26(m, IH) , 3.48(dd, J=4.6, 7.5 Hz, IH) , 2.92(s, 3H) , 2.44 
-2.60(m, 2H), 1.99(in, IH) , 1 .57-1 .72(ib, 2H) , 1.45(d, J=7.2 Hz, 3H) , 1.33 
(m, IH), 1.09(d, J=6.8 Hz, 3H) , 0.96(t, J=7.6 Hz, 3H) , 0.78(m, IH), 0.54 
-0.66 (n, 2H) 

FABMS m/z: 538(M+H)'^ calculated for C25H35N30gS=537 
[0 14 3] 

mrnmSOHm^i^^ MMm^Vn^tl^ 'fk-^%4(15 mg, 0.026 mmol), N,N-S; 
>lf^>a/7j^;i/AT^ F(l-5 mL), i^y 3L=:.;V:^^y ^ ^ ^ UV K(0.0985 mL, 
0.052 mmol)^J:t; h Ux5^;i/r^ >(0.014 mL, 0.10 mmol) ;^)^ P>^t;'&«^41 (7. 1 m 
g, 42%)^mt=.. 

h NMRCCXlg, 300MHz) 6 ppm: 8.97 (br d, J=8.9 Hz, IH) , 7.80-7.96(m, 4H) , 
7.39-7.55(m, IIH) , 6.71 (br s, IH) , 5.16(s, 2H) , 4.92(ddd, J=4.0, 4.6, 8 

.6 Hz, IH), 4.33(d, J=4.4 Hz, IH) , 3.86-4. 04(m, 2H) , 3.34(dd, J=4.6, 7.3 
Hz, IH), 2.37-2.48(m, 2H) , 1.86(m, IH) , 1.51 (m, IH) , 1.44(d, J=6.4 Hz, 

3H), 1.17-1.30(m, 2H) , 0.94(d, J=6.8 Hz, 3H) , 0.89(t, J=7.4 Hz, 3H) , 0.6 

6-0.74(a, 2H), 0.58(b, IH) 

FABMS m/z: 660 (M+H)"^ calculated for C3gH42N307=659 

[0 14 4] 
MMm^ ffc-^«fe42®'^fiK 

^JfeM28^|^=^lC, ||JgM4T'#e)tVS'ffc-&^4(20 mg, 0.035 mmol), 7^ h ^ 
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\l\^Uy^yil.O mL), ;!K(l-0 mL), JV^ h ^ i/^ ^ JV-( ^ K(45 Bg, 0.21 

tmo\)^^r^mm:^Mi-hv^j^a7 mg, 0.21 ininoi)7b^e)'fb -^^42(22 mg, s^m 

100%)S:#feo 

IR(KBr): 3254, 2930, 1836, 1773, 1714, 1660, 1535, 1456, 1386, 1194, 115 
3, 1088, 1019, 913, 883, 722, 698, 669 cm"^ 

NMRCCDClg, 300MHz) 6 ppm: 8-95(br d, J=9.4 Hz, IH) , 7.82-7. 89(id, 2H) , 

7. 70-7. 77 (m, 2H) , 7.28-7.39(m, 5H) , 6.37 (br s, IE), 5.16(m, IH) , 5.12(d 
, J=2.2 Hz, 2H), 5.07(q, J=2.2 Hz, IH) , 3.69(d, J=4.6 Hz, IH) , 3.25(dd, 
J=4.6, 7.6 Hz, IH), 2.50(m, IH) , 2.32(m, IH) , 1.82(bi, IH) , 1.72(d, J=7.g 

Hz, 3H), 1.45(m, IH) , 1.14-1.34(m, 2H) , 0.91 (d, J=6.8 Hz, 3H) , 0.89(iii, 
IH), 0.88(t, J=7.6 Hz, 3H) , 0.50(m, 2H) 
FABMS m/z: 590 (M+H)'*' calculated for C32H35N30g=589 
[0 14 5] 

mMMstmrn^. MMm^x^^hn^it^'f^His ng, 0.022 mmoi), }i,n-v:^ 

^;V:i^;VJ^r^ K(1.3 mL), Kyi/JVzfU^ K(0.010 mL, 0.088 mmo\)i5^XJ^I^ 
m:fjV^J^{6.1 mg, 0.044 »mol)*^ e>^l:-^#43(7,2 ng, JR^ 51%)$:^;^. 
^H NMRCCDClg, 300MHz) 6 ppm: 8.44(br d, J=8.1 Hz, IH) , 7.20-7. 44(m, 15H) 
, 6.45(br s, IH), 5.22(d, J=12.3 Hz, IH) , 5.17(d, J=12.3 Hz, IH) , 4.75(m 
, 2H), 4.42(d, J=4.4 Hz, IH) , 3.78(d, J =14.0 Hz, 2H) , 3.55(d, J =14.1 H 
z, 2H), 3.45(dd, J=4.2, 7.3 Hz, IH), 2.36(m, IH), 1.93(m, IH) , 1.74(m, 1 
H), 1.54-1.68(m, 2H) , 1.32(d, J=7.1 Hz, 3H) , 1.27(m, IH) , 1.02(d, J=6.7 
Hz, 3H), 0.92(t, J=7.3 Hz, 3H), 0.54-0.66(m, 3H) 
FABMS m/z: 640 (M+H)"^ calculated for C3gH45N30g=639 
[0 14 6] 

mmmAX^n^n^it^miZl mg, 0.055 mmol)^i;:^^)iy^j],:i^^t/]^i0.31 
■L)IC^«|U 0.04My >^i^«?«i(pH=7.2)(2.8 mUSrAnx., 37'CT'lB^#bfe 
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=100/0~0/100T'^ffi)T')^^L, nmmmH^ •ng)?:#fc„ Zl^$:$P>lC^^ 
ffiHPLC [ODSi^j^A, T-fe h:^h U;i//0.04M'J >^^«M(pH=6. 5) =20/807?^ 
aj] T'«igU. ^b-^i^44(2.4 mg, JR^ 12%)S:#fc<. 

NMRCCDgCN, 300MHz) 6 ppm: 7.58(m, IH) , 7.22(br s, IH), 6.49(br s, IH) 
, 4.63(d, J=4.4 Hz, IH) , 4.03(dt, J=4.6, 10,3 Hz, IH) , 3.95(ddd, J=2.6, 
7.0, 14.1 Hz, IH), 3.65(dd, J=4.4, 7.8 Hz, IB), 2.40(in, IH) , 1.90-2,08(in 
, 3H), 1.40(d, J=7.1H2, 3H), 1.01 (d, J=6-8 Hz, 3H) , 0.84-0.96(ni, 5H) , 0. 
80(iD, 2H), 0.72(0, IH) 

FABMS m/z: 352 (M+H)"*" calculated for Cj^7H25N305=351 
[0 14 7] 

mmmdtmmiz^mmi x-m^n^^t-^mao ng. 0.022 mooi), 

5^;i/j}x;i/Ar^ Kd.O bL), Mit^yt^JU (0.012 mL, 0,098 amol)i3^Z:^^mifJ 

V ^2^(6.3 Kg, 0,046 Blmol)3&^e>, 'ft:-^%45(18 mg, 74%)$:#feo 

^H NMRCCDClg, 300MHz) 6 ppm: 7,35(m, 5H) , 6,71 (br d, J=7,7 Hz, IH) , 6,54 

(m, IH), 5.18(dd, J=12,2, 18.7 Hz, 2H) , 5.10(m, IH) , 4.61 (m, IH) , 4.57(d 
, J=4.6 Hz, Ifl), 4.17(n, IH) , 3.59(dd, J=4.6, 7.7 Hz, IH) , 3.17-3.40(m, 
2H), 1.84-2. 06(m, 3H) , 1.48-1. 77 (m, 2H) , 1.43(s, 9H) , 1.34(d, J=7.0 Hz, 
3H), 1.27(iB, 2H), 1.08(d, J=6.6 Hz, 3H) , 0.95(d, J=7.5 Hz, 3H) 
FABMS m/z: 548(M+H)''" calculated for C2gH4jN30g=547 
HRFABMS calculated for C28H42N30g (M+H) * 548.2972 found 548.2993 
[0 14 8] 

mmm^B ^-^^^46®-^^ 
mMm^tmmiz. mnm^^'(:n^n^^^m^i9.2 mg, 0.017 mmoo, t;^ 

Dn:?^^f>(0.82 ML), hVyjVTi-umBiOAS bL, 2.4 mmol)7b^e>, 'fb-&«^46(9 
.0 Bg, JR^ 100%)S:#fco 

^H NMR(DMSO-dg, 300MHz) 6 ppb: 8.71 (br d, J=5.7 Hz, IH) , 8.47(b, IH) , 7, 
93(br s, 2H), 7,37(b, 5H) , 5.12(s, 2H) , 4.77(d, J=4.2 Hz, IH) , 4.48(b, 1 
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H), 3.73(m, IH), 3.62(dd, J=4.2, 7.7 Hz, IH) , 3.08-3.43(«i, 2H) , 1.91(m, 
IH), 1.78(ai, IH), 1.65(m, IH) , 1.52(b, 2H) , 1.30(d, J=7.2 Hz, 3H) , 1.24( 
B, 2H), 0.93(d, J=6.7 Hz, 3H) , 0.85(d, J=7.3 Hz, 3H) 
FABMS m/z: 448 (M+H)"^ calculated for C23H33N30g=447 
HRFABMS calculated for C23H34N30g(M+H)'^ 448.2448 found 448.2438 
[0 14 9] 

ll;^M71"^^e>tlSik'^#j71(23 mg, 0.14 mmol) $: n □ >l ^5? >(2.3 mL)lC 

/<>^Vl/aiX-7^;K40 mg, 0.14 nunol), l,3-i?Z/^ U^^i/JVjtjJvmV^ ^ K(2 
8 mg, 0.14 mmoO^im-l: KD ^>>/<> h U T ;!fcfD%(32 mg, 0.27 

«a»oi)$:iDx.. ox:x'0.m^mwhr:i. mmo^^m^. i/vij^jv^u^rh^ 
^ -iii-y\ef-^yymm:i^^jv=3yirmm)X'mmh. fb'^#j47(3o mg, jr 

h NMR(CDCl3, 300MHz) 6 ppm: 7.32-7.41(m, 5H) , 6.81 (m, IH), 5.43(br d, J 
=6.2 Hz, IH), 5.19(s, 2H) , 4.52(m, IH) , 4.48(d, J=4.4 Hz, IH) , 3.72-3.87 
(m, 2H), 3.53(m, IH) , 1.92-1.70(m, 3H) , 1.42(s, 9H) , 0.99(d, J=6.5 Hz, 3 
H), 0.95(d, J=6.0 Hz, 3H) 

FABMS m/z: 449(M+H)'^ calculated for C23H32N207=448 
HRFABMS calculated for C23H33N2O7 (M+H) 449.2288 found 449.2291 
[0 15 0] 

IIJ6M7l7?#f>4lSfb'^i^71(16 mg, 0.095 mmol) ^ n O ^ >(1.6 mL) 
iZ^mi^. N-a-(tert-yr5^;i/:t^i/:*;i/3jf:^;i/)-L-U t^y^>i^^)V:L^y=-;i(32 
mg, 0.095 mmol), 1 iy ^ U^^i/ JVitj JVi^i;^ ^ K(20 mg, 0.095 mmol) 
fecfcm-fc Fn:¥->/<>y h y Ty-;i'-;!K?0%(22 mg, 0.19 mmol) $:iDx., 0 

■b->/m^x^;i/=3/iT'Mm)r*5ii§gL, mmm^(2A mg)^mt^. zn^^^ 

EPLCiODSjU^A, T-fe h- h y;i//7K=55/45-e^ffi)T?3ft|gL, ^t-^ 
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h NMRCCDClg, 300MH2)S ppm: 7.33-7. 39(m, 5H) , 6.34(m, IH), 5.21(d, J=12 
,1 Hz, IH), 5.13(d, J=12.1 Hz, IH) , 5.05(br d, J=7.6 Hz, IH) , 4.52(d, J= 
4.4 Hz, IH), '4.33(10, IH) , 3.68(ddd, J=4.4, 7.4, 9.0 Hz, IH) , 3.31 (m, IH) 
, 3.23(m, IH), 1.74-1.93(81, 4H), 1.43(s, 9H) , 1.23-1.73(m, 5fl) , 1.00(d, 
J=6.3 Hz, 3H), 0.97(d, J=6.2 Hz, 3H) 
FABMS m/z: 491 (M+H)''' calculated for C2gH3gN207=490 
HRFABMS calculated for C2eH3gN207(M+H)'^ 491.2757 found 491.2745 
[0 15 1] 

mMm^stmm^. Mmm7ivmi^ti^it^m7iiu mg, o.oso mmoi). 

^>S;;i/X>^5^;i'(33 ng, o.oso mmol), P U ^^i/JVjb JU^i^ 4 ^ K( 

42 Bg, 0.20 mmol)i3J:tJfl-t: Kn^t/K;yy hUTV''-;!/— 7K5Wife(19 mg, 0.1 
7 BBol)*^e>ft^i^49(24 Bg, JK^ 52%)^mt:io 

h NMR(CDCl3, 300MHz) 6 ppm: 7.32-7.38(m, 5H) , 6.77(br d, J=6.8 Hz, Ifl) , 
6.59(br s, IH) , 5.20(d, J=12.1 Hz, IH) , 5.20(d, J=12.3 Hz, IH) , 5.13(m, 
IH), 4.60(d, J=4.1 Hz, IH) , 4.58(m, IH) , 4.27(m, IH) , 3.70(ddd, J=4.3, 
7.0, 8.8 Hz, IH), 3.35(b, IH) , 3.18(b, IH) , 1.46-1.94(b, 9H) , 1.43(s, 9H 
), 1.34(d, J=6.9 Hz, 3H), 0.99(d, J=6.2 Hz, 3H) , 0.96(d, J=6.3 Hz, 3H) 
FABMS m/z: 562(M+H)''' calculated for C2gH43N30g=561 
HRFABMS calculated for C2gH44Ng0g(M+H)''' 562.3128 found 562.3133 
[0 15 2] 

mmm^tmrniz. mmmA9X'm^n^it^m9(.i2 »g, 0.021 bboi), p^u 

□ ^^>(1.2 »L)io^XfhVy)Vyi-umM{0.2A bL, 3.1 BBol)*^e>^b•^^50(8. 
5 Bg, JtX^ 70%)$:#feo 

^H NMR(CDCl3, 300MHz) S ppb: 7.90(br d, J=5.6 Hz, IH) , 7.27-7.39(b, 5H) , 
7.12(b, IH), 5.18(d, J=12.1 Hz, IH) , 5.09(d, J=12.1 Hz, IH) , 4.58(d, J= 
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4.3 Hz, IH), 4.50(ni, IH) , 4.18(in, IH) , 3.70(ddd, J=4.2, 6.8, 8.6 Hz, IH) 
, 3-18-3-39(m, 2H) , 1.66-1.94(m, 6H) , 1.41-1.59(ii, 4B) , 1.24-1.39(m, 2H) 
, 0.96(d, J=6.3 Hz, 3H) , 0.93(d, J=6.1 Hz, 3H) 
FABMS m/z: 462 (M+H)"'' calculated for C2^E^^}l^0Q=mi 
HRFABMS calculated for C24H3gN30g (M+H) 462.2604 found 462.2603 
[0 15 3] 

mMWlX^m^tl^it-^l^lliSe mg, 0.21 miHol)S:i;^nD^^5f>(3.6 mL)lC 
^ML. 1i-a-(tert-zr^)V:t^i/:^JV:^=:-Jl)-a,£-Vr^J^y^y(.51 mg, 
0.25 mnol), l,S-t/^^ U^^t/JVijJVTj^i/^ ^ F(52 mg, 0.25 mmoO^itJ^l 
-b: Fn^i^/K^y hUry-;]/— ;icfD#|(59 mg, 0.50 mmol)$:Jn^, 0'CT'15:J)' 

^X^;i/=2/lT'^ffi)T'«igt, ^(:^%51(25 mg, JR^ 34%)$:#fco 
FABMS m/z: 357(M+H)"'' calculated for CjgH22N205=356 
[0 15 4] 

mMM51-^^^tl^'it'^^51{25 mg, 0.070 mmol) S: n O ^ ^ >(2.5 mL) 
iC^filb, hVy}V:tummi0.bO mL, 6.6 mmol)$:Jnx., 25rT'm^^#Ufc 

=100/0~:!K/r'fe h-h U;^=0/100T'^m)T'«^b, 'fb-a-^52(32 mg, JR^ 
100%)$:#;to 

^H NMRCCDClg, 300MHz) S ppm: 7.99(br, 2H) , 7.05(t, J=5.7 Hz, IH) , 4.58(d 
, J=4.2 Hz, le), 3.71 (m, IH) , 3.19-3. 39(b, 2H) , 2.95(t, J=7.4 Hz, 2H) , 1 
.49-1.98(«, 6H), 1.22-1.48(m, 2H) , 1.10(b, IH) , 0.97(d, J=6.0 Hz, 3H) , 0 
.94(d, J=6.0 Hz, 3H) 
[0 15 5] 

mmm8iimm^> MMmi'^n^n^it^mmzo us, 0.12 mmoi), vi/u 

□ :>l^>(2.0 mL). N-a-[N-(tert-:/^;i/;*-:^t/:^j;i//K:^;i/)-L-T^— ;i/]-a , 
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e-i?T ^ J "^y^yi^^ mg, 0.12 mmol), 1,3-i/ i/ ^ U^^i/ )\/:^ ^ ^ 

K(24 Bg. 0.12 mmoD^^m-H KD ^ i/'O h U r !/-;V-:?Kfa#»(27 mg, 
0.23 mmol)is^^it^mSi26 ng, JR^ 46%) $:#:feo 

NMRCCDClg, 300MH2)6 ppm: 6.62(m, IH) , 6.41 (br s, IH) , 5,12(m, IH) , 4 
.58(d, J=4.8 Hz, IH), 4.13(m, IH) , 3.71 (ddd, J=4.4, 7.0, 8.8 Hz, IH) , 3. 
38(dt, J=7.0, 13.6 Hz. IH) , 3.18-3.32(in, 3H) , 1.77-1. 94(m, 4H) , 1.22-1.5 
7(m, 5H), 1.44(s. 9H) , 1.34(d, J=7.0 Hz, 3H) , 0.99(d, J=6.2 Hz, 3H) , 0.9 
6(d, J=6.3 Hz, 3H) 

FABMS m/z: 428(M+H)'^ calculated for C2iH37N30g=427 

HRFABMS calculated for CgiHggNgOgCM+H)"*" 428.2761 found 428.2760 

[0 15 6] 
^J6M54 fl:-a-^54(D-a-^ 

mMM52X*m^n^^t^^52il8 mg, 0.071 mmol)$:N,N-t/'^5^;i/3i^;i/AT^ 
K(l.8 mL)tc^«¥L, N-(tert-:/5^;i/:t=^i/:^;i/>J<-;i')-cis-3-^>S^';i/:r^$/ 
-L-^DU X23 Bg, 0.071 mmol), ig^-l-X^;P-3- ^^Jl^T ^ J 

;V) iJj\y:^i?^^ K(41 mg, 0.22 mmol), 1-1^ KO ^iy/<> h U T V^-^I/-* 
fP«^(41 mg, 0.35 mnol), h U X^;i/r ^ > (0.0098 mL, 0.071 mmol)^J^Zf 4- 
^^^;iyy^J\f^)Vy{26 mg, 0.21 mmol) ^riflX.^ 25X: 1?1^^^^ b :to M 

ncD^mm^. u i^^A^^^ u-rh^^y^- (n-/s^ij->/st^3i5^;i/=i/3T' 

^m)T'i^^b, 3|g2^|gi^(20 mg)S:#it„ Ztl^-^^lZ^-^m HPLC(ODS;ij^A, 
r-fe hxhU;i//7K=75/25-e^ffi)T'«lSb> ffc'^4^54(22 mg, 57%)$: 

^H NMRCCDClg, 300MHz) 6 ppm: 7.27-7.40(m, 5H) , 6.43(br s, IH) , 5.92(m. 1 

H), 4.50-4.63(m, 2H) , 4.57 (d, J=4.3 Hz, IH) , 4.36(m, IH) , 4.31 (d, J=8.1 

Hz, IH), 3.69(ddd, J=4.2, 6.6, 7.6 Hz, IH) , 3.50-3.64(m, 2H) , 3.06-3.89( 

m, 4H), 2.08(», IH) , 1.85-2.01(m, 3H) , 1.20-1. 54(m, 6H) , 1.43(s, 9H) , 0. 

99(d, J=6.2 Hz, 3H), 0.96(d, J=6.2 Hz, 3H) , 0.89(m, IH) 

FABMS m/z: 560 (M+H)"*" calculated for C3QH45N30y=559 

HRFABMS calculated for C3QH4gN307 (M+H) 560.3335 found 560.3354 
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[0 15 7] 

mmmA7tmmz. mt^m7i'vm^ti^it^m7H2i ng, 0.12 mmoi), p^u 

U:f.^y(2A mL), 6-r^/:f}:fUym^yPJlniyi.^;\,iA2 mg, 0.12 nmol), 

U^^i/n^i3JU:^t/>( ^ K(26 mg, 0.12 mmol)^ j:tJtl-h: Kn ^^/^ 
>l/h y TV^-;i/-*fD^(29 mg, 0.25 mmol);^>^ P>f(:-&%55(19 mg, JR^ 40%) 

NMRCCDClg, 300MHz) 6 ppm: 7.27-7.38(m, 5H) , 6.40(m, IH) , 5.11(s, 2H) , 
4.52(d, J=4.4 Hz, IH) , 3.69(ddd, J=4.4, 6.9, 8.4 Hz, IH) , 3.20-3.41 (m, 
2H), 2.37(t, J=7.3 Hz, 2H) , 1.48-1.94(m, 6H) , 1.29-1.42(m, 2H) , 0.99(d, 
J=6.2 Hz, 3H), 0.96(d, J=6.2 Hz, 3H) , 0.93(m, IH) 
FABMS b/z: 376 (M+H)"^ calculated for C2iH2gN05=375 
HRFABMS calculated for CgiHgQNOgCM+H)"^ 376.2124 found 376.2127 
[0 15 8] 

mmm56 fb-^%560D-^^ 
Mmm^stmmz^ mmmiix-m^ti^it^mniQ mg, o.n mmoi), i;^u 

n^^5?Xl.9 mL), N-(tert-:/^;i/;r^S/:3!j;i/jKn;i/)-L-r^— ;i/-L-y - 

hx:^5^;K45 mg, 0.11 mmol), 1,2-t/iy ^ U^^iy JVitj 
^ F(23 mg, 0.11 mmol) is ^Xf l-H \^U^yKy\r}.^J y -J- ji^jjiJfO^(26 mg 
, 0.22 mmol)*>e>'ffc-a-%56(33 mg, JR^ 53%) 

^H NMRCCDClg, 300MH2)6 ppm: 8.01-8.08(m, 2H), 7.58(m, IH) , 7.41-7. 49(m, 
2H), 6.61 (m, IH), 6.53(m, IH) , 5.14(br d, J=6.8 Hz, IH) , 4.63(d, J=4.2 
Hz, IH), 4.22-4.42(m, 3H) , 4.12(m, IH) , 3.71 (ddd, J=4.4, 8.6, 8.6 Hz, IH 
), 3.45(m, IH), 3.22(m, IH) , 1.76-1.94(m, 4H) , 1.48-1.71 (m, 4H) , 1.41 (s, 
9H), 1.30(d, J=6.9 Hz, 3H) , 1.27(m, IH) , 0.99(d, J=6.4 Hz, 3H) , 0.96(d, 
J=6.2 Hz, 3H) 
FARMS m/z: 562(M+H)'^ calculated for C2gH43N30g=561 
HRFABMS calculated for C2gH44N30g(M+H)'^ 562.3129 found 562.3140 
[0 15 9] 
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^JgM71'e#e>n<5fb-^4^71(82 mg, 0.48 nmol) |:t- h ^ t KO 7 ^ > (8.2 m 
DlzmMV. N-H Fd^i^-y-^^^^ ^ F(0.11 g, 0.95 mmol)^ <fct5l,3-e^'i/ 

^n/\^s^;i/;fj;i/>J<^^'^^ Kco.ii g, 0.52 mmo\)^-m^^ z^x^x-mmmwhtc 

$e>lC. N-a-(tert-y^;i/;r^$/;!7;i/3K^;^)-L-:t;i/-^>(0.33 g. 1.43 m 

>'>f-(B^^x5^;i/T'^m)T'«^L, ^b-^^fSTCO.U g, JIX^ 77%)$:#fco 
FABMS m/z: 387 (M+H)"^ calculated for CjgH3QN207=386 

[0 16 0] 
Il!g^f!l58 ffc-a-^^58(Z)-^^ 

||J6M9i:(^=miC, ^igM57T'=^e>nSffc^^57(38 mg, 0.098 mmol), N.N-i^ 
7l5^;i/3j^;VAr^ F(3.8 mL), :^^b'<>^:^Vl/(0.052 mL, 0.44 mmol)SJ;y^Mm 
;tjU 1^7^(28 Bg, 0.21 ^unol)*^e>^b-a■%58(8.5 mg, JR^ 18%)$:#:to 

NMRCCDClg, 300MHz) 6 ppm: 7.33-7.40(m, 5H) , 6.44(m, IH) , 5,21(d, J=12 
.1 Hz, IH). 5.14(d, J=12.1 Hz, IH) , 5.10(m, IH) , 4.50(d, J=4.4 Hz, IH) , 
4.35(b, IH), 3.68(ddd, J=4.4, 7.1, 8.9 Hz, IH) , 3.19-3.41 (m, 2H) , 1.75-1 
.92(«, 4H), 1.47-1. 73(m, 3H) , 1.43(s, 9H) , 0.99(d, J=6.0 Hz, 3H) , 0.96(d 
, J=6.1 Hz, 3H) 

FABMS m/z: 477(M+H)'^ calculated for C25H3gN207=476 
HRFABMS calculated for CggHg^NgOyCM+H)"^ 477.2601 found 477.2601 
[0161] 

||JgM58T'#e>n'5^b-^^^58(92 mg, 0.19 mmol) S: i^^J^ n D ;l ^ >(9.2 -DlC 
^ML. h y 7;i/:^nBI^(1.8 mL, 24 mmoO^inx.. 251CT?l^^^#Lfeo ^ 
m^n&rm^hr^^. N,N-S;^^;i/jJ^;bi^T^ F(6.7 mUlC^^b. N-(tert- 
Zf^)l:i-^i/iJ)V^^}V)-L-r^=-yi73 mg, 0.39 mmol), l-X5^;i/-3- ( 

3-t;:^^)ir^ iJJ^^t^^ ^ K(74 mg, 0.39 mmol) j3J:t?l-fc FD 

UTV^->'^^>!KfO^(45 mg, 0.39 mmol)$:lni^, 0X:-e0.5^|SIJt^ 
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;K/iT'^ai)T'»^L. mmmmisG me)^nt^^ zn^i^^iz^mm hplcco 

h NMRCCDClg, 300MBz)6 ppm: 7.43(br d, J=6.8 Hz, IH) , 7.32(in, 5H) , 6.65 
(m, IH), 5.20(d, J=12.1 Hz, IH) , 5.14(d, J=12.1 Hz, IH), 5.08(br s, IH) , 
4.63(ddd, J=5.3, 7.5, 7.7 Hz, IH) , 4.52(d, J=4.4 Hz, IH) , 4.16(m, IH) , 
3.70(ddd, J=4.4, 7.0, 9.0 Hz, IH) , 3.34(m, IH) , 3.25(m, IH) , 1.74-1. 97 (m 
, 4H), 1.68(bi, IH), 1.47-1. 61 (m, 2H) , 1.43(s, 9H) , 1.33(d, J=7.1 Hz, 3H) 
, 0.99(d, J=6.3 Hz, 3H) , 0.95(d, J=6.3 Hz, 3H) 
FABMS n/z: 548 (M+H)''" calculated for C28H4j^N30g=547 
HRFABMS calculated for C28fl42N308(M+H)'^ 548.2972 found 548.2989 
[0 16 2] 

Mmm^tm^iZ^ IIMM59t?^e>tl^ffc-^#59(23 mg, 0.042 mmol). p ^ u 
D:>1^5?>(2.3 mL)i5^rfhVyj]yytU^m(0A6 mL, 5.9 nmol) Hj^ ^ it^^i^eO (22 
mg, J\zm 95%)S:^fe, 

^H NMRCCDClg, 300MHz) 6 ppm: 8.02(br s, IH) , 7.27-7.37(m, 5H) , 7.24(br s 
, IH), 5.17(d, J=12.3 Hz, IH) , 5.08(d, J=12.1 Hz, IH) , 4.52(d, J=4.0 Hz, 
IH), 4.51 (m, IH), 4.17(m, IH) , 3.71 (m, IH) , 3.25(>, 2H) , 1.36-1.98(m, 7 
H), 1.23-1.30(m, 3H) , 0.94(d, J=6.1 Hz, 3H) , 0.92(d, J=7.0 Hz, 3H) 
FABMS b/z: 448(M+H)"^ calculated for C23H33N30g=447 
HRFABMS calculated for C23H34N30g (M+H) 448.2447 found 448.2444 
[0 16 3] 

mmm^stmmiz. mmm72X'm^ti^it'^m2i33 ug, 0.19 mmoi), i;i;u 

n^^>(3.3 bL), }i-a-{-teTt-:f'f-/l7t^i/itj;\/:^-;i,)-L-ViyyKyt;jV:r. 
:^5^;i/(64 mg, 0.19 mmol), l,S-iy i/ ^ U ^^Z/ )\/itj A^^i^ ^ ^ K(39 mg, 0.19 

■■ol)^im-t Kn^2//<>y h UTV/-;i'-7fcfD#>(45 mg, 0.38 Bmol)*%e> 
it^mSKAO mg, JiX^ 43%)$:#fe„ 
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NNRCCDClg, 300MHz) 6 ppm: 7.32-7.39(m, 5H) , 6.34(m, IH) , 5.21(d, J=12 
.1 Hz, IH), 5.14(d, J=12,2 Hz, IH) , 5.05(br d, J=7.7 Hz, IH) , 4.52(d, J= 
4.4 Hz, IH), 4.33(10, IH) , 3.69(ddd, J=4.4, 7.3, 9.0 Hz, IH) , 3.30(m, IH) 
, 3.21 (m, IH), 1.74-1.92(m, 4fl) , 1.23-1.72(m, 5H) , 1.43(s, 9H) , 0.99(d, 
J=6.5 Hz, 3H), 0.96(d, J=6.2 Hz, 3H) 
FABMS b/z: 491 (M+H)''" calculated for C2gH3gN207=490 
HRFABMS calculated for CggHggNgO^ (M+H) 491.2757 found 491.2747 
[0 16 4] 

nmm'^tnm^^ mMmi-^nhn^it^menAo mg. 0.072 mmoi), v^u 

Ui^^yiA.O mL)fcJ;tJfhy '7;i/>i-D@f^(0.80 mL, 10 mmoI) P,ffc-a-i^62(35 
»g, iSim 84%) timtc. 

% NMR(CDCl3, 300MHz) 6 ppm: 7.29-7.38(m, 5H) , 6.99(m, IH) , 5.22(d, J=12 
.3 Hz, IH), 5.15(d, J=12.1 Hz, IH) , 4,51 (d, J=4.2 Hz, IH) , 4.02(«i, IH) , 
3-67(m, IH), 3.17-3.34(0, 2H) , 1.96(id, IH) , 1.65-1.89(ia, 2H) , 1.23-1.59( 
m, 6H), 0.95(d, J=4.9 Hz, 3H) , 0.93(d, J=6.3 Hz, 3H) 
FABMS b/z: 391(M+H)''" calculated for C2^H3qN205=390 
HRFABMS calculated for C2jH3jN205(M+H)"'' 391.2233 found 391.2245 
[0 16 5] 

^mm^^iinm\z. mMm72x^n'^ix^it^m72{3A m, 0.20 mffloi), v^u 

uii^y{ZA bL), N-(tert-:/^;i/:t=3ri/:^7;bjK— ;i/)-L-T^-;i/-L-y 

>-:;;i/X>?.^;i/(81 ng, 0.20 amol), \,Z-t^i/^U^^iy)\^fS)\^-^V>( 

Bg, 0.20 BBol)fei:tJfl-t: Kn^^'Oy h U ry-;i/— 7KfIIife(47 Bg, 0.40 B 

Bol);^,^P,ffc^i^83(24 Bg, JtR^ 44%) 

^H NMR(CDCl3, 300MHz) 6 ppm: 7.32-7.38(a, 5H) , 6.78(br d, J=7.6 Hz, IH) , 
6.59(b, IH), 5.20(d, J=12.1 Hz, IH) , 5.14(d, J=12.3 Hz, IH) , 5.12(b, IH 
), 4.62(ddd, J=5.0, 7.9, 7,9 Hz, IH) , 4.54(d, J=4.2 Hz, IH) , 4.37(b, IH) 
, 3.71 (ddd, J=4.4, 7.2, 9.0 Hz, IH) , 3.14-3.35(b, 2H) , 1.63-1.94(b, 5H) , 
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1.47-1.62(m, 2H), 1.44(s, 9H) , 1.34(d, J=7.1 Hz, 3H) , 1.25-1.33(m, 2H) , 

0.99(d, J=6-4 Hz, 3H) , 0-97(d, J=6.2 Hz, 3H) 
FABMS b/z: 562 (M+H)''' calculated for C2gH43N30g=561 
HRFABMS calculated for CggH^^NgOgCM+H)"'' 562.3129 found 562.3155 
[0 16 6] 

mmmAiimmz. mMm63vm^ti^it'^m3i2o mg, 0.035 mmoi), 

UU:^ ^y{2.0 aD^^XfhVy^Vyi-um^iOAO mL, 5.0 mmol)3()^pJ<^:-^^fe64( 
20 mg, JR^ 100%)$:#:to 

^H NMRCCDClg, 300MHz) 6 ppm: 7.82(br s, IH) , 7. 28-7. 37 (m, 5H) , 7.11(br s 
, IH), 5.18(d, J=12.3 Hz, IH) , 5.09(d, J=11.9 Hz, IH) , 4.57(d, J=4.0 Hz, 
IH), 4.50(m, IH), 4.18(«i, IH) , 3.71 (m, IH) , 3.11-3.32(m, 2H) , 1.63-1.89 
(m, 5H), 1.40-1.56(m, 5H) , 1.25-1.40(ni, 2H) , 0.96(d, J=5.3 Hz, 3H) , 0.92 
(d, J=6.4 Hz, 3H) 

FABMS b/z: 462(M+H)''' calculated for C24H35N30g=461 
HRFABMS calculated for C24H3gN30g(M+H)''' 462.2604 found 462.2630 
[0 16 7] 

MMm47 tmWZ^ MMm72l:m^tl^it^m2{21 mg, O.IS mmol). S/^n 
U:f^^yi3.1 mL), N-a-(tert-:/^;i/;r^S/:i7;i/J}<— ;U)-a , e -t^T ^ ^ ^> 
4^X37 mg, 0.18 mmol), l,3-iyy^U^^iyJ]yitj;]y-^P>(^ K(37 mg, 0.18 b 
•ol)^^m-\l\^U^i/^y)/hV7)/-JV—yl<.^i^{A2 mg, 0.36 mmol)^^e>'ft; 
■^ife65(44 mg, urn 68%)^mt^o 

h NMR(CDCl3, 300MHz) 6 ppm: 6.46(br s, IH) , 4.57(m, IH) , 4.54(d, J=4.4 

Hz, IH), 3.70(ddd, J=4.4, 7.3, 9.0 Hz, IH) , 3.36(b, IH) , 3.28(b, IH) , 3. 

12(dd, J=6.4, 12.8 Hz, 2H) , 1.76-1.97(m, 3H) , 1.31-1.53(m, 6H) , 1.44(s, 

9H), 1.00(d, J=6.2 Hz, 3H) , 0.98(d, J=6.2 Hz, 3H) 

FABMS b/z: 357 (M+H)"*" calculated for C^gH32N205=356 

HRFABMS calculated for Ci^H^^N^Oc-CM+H)"'' 357.2390 found 357.2395 
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mmm^t-mmiz. mmme^x-mhti^it^^ebizo mg, o.ose mmoi), t^^u 

NMRCCDClg, 300MHz) 6 ppm: 8.46(br s, 2H) , 7.07(m, IH) , 4.58(d, J=4.2 
Hz, IH), 3.71 (ddd, J=4.2, 6.6, 9.0 Hz, IH) , 3.18-3. 39(in, 2H) , 2.90-3.01( 
m, 2H), 1.02-1.98(iD, 9H) , 0.98(d, J=6.1 Hz, 3H) , 0.94(d, J=6.0 Hz, 3H) 
FABMS m/z: 257(M+H)'^ calculated for Cj3H24N203=256 
HRFABMS calculated for CjgHggNgOgCM+H)"^ 257.1865 found 257.1880 
[0 16 9] 

mMm67 it^msKD^m. 

UCK14A2(2.0 mg, 0.0042 mmol) ;i ^ >^ -;i/(1.0 inL)tC^|??U, h U Xf^;i/T 
^>(2.2 mL, 0.0022 minol)$:in^, 25'CT'2H ^^$:SffiTM*b 

-&i©67(0.8 mg, mM 38%)^#feo 

^H NMRCCDClg, 300MHz) 6 ppm: 9.36(br d, J=7.0 Hz, IH) , 7.17(br s, IH) , 5 
.47(br d, J=6.9 Hz, IH) , 4.82(», IH) , 4.43(m, IH) , 4.23(d, J=2.6 Hz, IH) 
, 3.65(s, 3H), 2.98(dd, J=2.2, 9.2 Hz, IH) , 2.38-2.53(m, 2H) , 1.95(m, IH 
), 1.43(s, 9H), 1.41 (m, 3H) , 1.38(m, IH) , 1.20(m, IH) , 1.07(m, IH) . 1.03 
(d, J=7.0 Hz, 3H), 0.92(t, J=7.7 Hz, 3H) , 0.75-0. 87 (m, 2H) , 0.58(m, IH) 
FABMS m/z: 502(M+H)''' calculated for C23H3gN30g=501 

[0 17 0] 
IIJ6M68 >fb-^^68®-^^^ 

||JgM67-e#e>tl--5'fb-a-ife67(10 mg, 0.020 mmol) $:N,N-S;;i ^;i/^;i/AT ^ 
K(3.8 mUJC^jSL/, :ft^b^>S^Vl/ (0.0070 mL, 0.059 no\) ^t^mM^ ^) 
A(5.0 mg, 0.036 mmol)S:in;i, 251C T'2^^^^ b fco m.n(r^Vm^. 

>!f;i/^nvh^^7'f - (^nnj^;i/A/>ti5f y-/i/=ioo/o~50/iT'^ffi) 

ijfigb, 3e2jtig*fe(12 mg)$:#fe„ z:tlS:>:^^nn;t^>(0.40 mL)tC^«¥b. b 
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^m^. ODS:fy - (tK/T t h n h U ;i/=lOO/0~0/100T' 

^m)r'mmL. fb-^^68(4.0 mg, JR^ 33%)S:#^o 

NMRCCDClg, 300MHz) 6 ppm: 10.04(br, IH) , 8.26(br, 2H) , 7.33(s, 6H) , 5 
.13(m, 2H), 4.93(br, IH) , 4.33(br, 2H) , 3.55(s, 3H) , 2.82(br, IH) , 2.68( 
br, IH), 2.43(br, IH) , 2.05(br, 2H) , 1.95(br, IH) , l,67(br, 3H) , 1.40(m, 

IH), 1.15(br, IH), 1.02(br, 3H) , 0.88(br, 3H) , 0.45-0.76(m, 3H) 
FABMS m/z: 492 (M+H)"*" calculated for C25H3yN307=491 
[0171] 

mMM31:mi>>tl^it^^S{30 mg, 0.054 mmol) i/;l5^;i/:;^;i//}N:3ri/ K(0.90 
■L)fe<):t50.04MU ^MtK^--:^ hV^J^-V >^Il7K^5!j U A^«M(pH=7.2 
, 2.8 mDizmMV^ :A;i/:;Sjy hni^ y -;K0.ll mL, 0.162 mmol) $:inx., or: 

T-fe h- h V ;i//*=ioo/o~o/iooT'^ffi)-e3|f|gb, ffi«^#j(33 mg)^mr=. 

o ZltlS:^ ^tC:fe^^MHPLC(ODS?!j^A, T-fe h- h U ;i//0.04MU >^^®?K(pH 
=6.5)=55/45-e^ffi)T«^b, ^t;-^#!l69(13 mg, JR^ 39%) 
^H NMRCCDClg, 500MHz) 6 ppm: 9.52(d, J=9.2 Hz, IH) , 7.31-7.44(m, 5H) , 7. 
07(s, IH), 5.49(s, IH), 5.21 (d, J=12.4 Hz, IH) , 5.13(d, J=12.5 Hz, IH) , 
4.99(b, IH), 4.42(m, IH) , 4.28(dd, J=1.8, 9.2 Hz, IH) , 3.76(iii, IH) , 3.59 
(m, IH), 3.18(ddd, J=4.1, 4.1, 13.7 Hz, IH) , 3.13(dd, J=1.7, 9.9 Hz, IH) 
, 3.06(dd, J=5.9, 5.9 Hz, IH) , 2.88(ddd, J=3.4, 7.7, 12.4 Hz, IH) , 2.48( 
br s, J=14.6 Hz, IH) , 2.39(br s, IH) , 2.00(m, IH) , 1.49(b, IH) , 1.44(s, 
9H), 1.16-1.32(m, 5H) , 1.06(d, J=6.7 Hz, 3H) , 0.92(t, J=7.3 Hz, 3H) , 0.6 
1-0.74(b, 2H), 0.52(m, IH) 

FABMS b/z: 638(M+H)"'' calculated for C3jH47N30gS=637 
[0 17 2] 

mmmednm^iz. mmm^'vm^ti^it^miis mg, 0.031 moi). t;:^^ 
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K(o.i8 »L), 0.04MU ymii^mr,^ h V ^A- U >^z:7Km:* U 'ir 
A^»?g(pH=7.2)(0.81 mL)^J:t;;«i;i/5t7:^ hX^ y -;K0.066 mL, 0.939 mmol 
)i)^^it^m70{5A mg, JK^ 32%) S:^:^, 

NMR(CDCl3, 300MHz) 6 ppm: 9.04(br s, IH) , 7.28-7.41 (m, 50), 7.06(br s 
, IH), 5.20(d, J=12.5 Hz, IH) , 5.14(d, J=12.6 Hz, IH) , 4.92(in, IH) , 4.26 
(m, IB), 3.59-3.78(m, 3H) , 3.04-3.24(in, 2H) , 2.89(m, IH) , 2.38(br s, IH) 
, 2.28(br d. J=14.4 Hz, IH) , 2.00(m, IH) , 1.12-1.58(m, 3H) , 1.40(d, J=6. 
8 Hz, 3H), 1.02(d, J=6.0 Hz, 3H) , 0.99(d, J=7.4 Hz, 3H) , 0.63-0.82(b, 2H 
), 0.52(b, IH) 

FABMS m/z: 538 (M+H)"*" calculated for C2gH3gN307S=537 
HRFABMS calculated for CggH^QNgO^S (M+H) 538.2587 found 538.2580 
[0 17 3] 

mmm7i ^b-a-#j7i®-^^ 

^^We^btl-S^b-^^jCdl ng, 0.046 iimol)$:ai^? y -;K1.1 mL)lzmM 
L, 10% /"^^i^^J^-mmHA mg)S:inx.. 7K^#ffl^T25X:T19^K^^ 

^□vh^^ -(^nn7}>;i/A/a:^5f>^ -;i'=2/iT'^ffi)T'3ft^L/, i\:^m7 

1(7.5 mg, i^m 94%)$:#fcc 

^H NMR(CDCl3, 300MHz) S ppm: 8.25(br s, IH) , 4.64(d, J=3.7 Hz, IH) , 3.86 
(m, IH), 1.72-1. 91 (m, 3H) , 0.98(d, J=6.4 Hz, 3H) , 0.96(d, J=6.8 Hz, 3H) 
FABMS m/z: 171(M-H)~ calculated for CgHj204=l'^2 
[0 17 4] 

mmmiitmm^^ m^^mex^n^n^it^mio.n g, 0.42 mmoi), 
-;i/(ii ■L)^<kmo% j-^^p^2^-mm(o.oii e)fs^^it^m2{o.o84 g, jr^ 

100%)$:#fec 

^H NMR(CDCl3, 300MHz) 6 ppm: 9.10(br s, IH) , 4.61 (m, IH) , 3.81(m, IH) , 1 
.67-1.87(«, 3H), 0.97(d, J=6.2 Hz, 3H) , 0.94(d, J=6.5 Hz, 3H) 
FABMS m/z: 171 (M-H)" calculated for CgHj204=172 
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[0 17 5] 

MMM^TiimMiZ. (R)-4-:;tj;i/3i?=^rS'-i8-:/D tT:^^^ h >(15 ng, 0.13 mmo 

— ;b]-L-u i/>;<5^;i/)r^ F(59 mg, 0.13 Bmoi), i,3-$;s/^d 

^^e/;i/;fj;b3Ki;^''1' ^ F(53 mg, 0.26 niinol)feJ:t5l-H Kn S/'^ > V h U T V 
-A/— 7KfP^fe(60 mg, 0.51 mmol):^^^,, ffc -^4^73(18 mg, iR^ 25 %)$:^jto 

NMRCCDClg, 300MH2) 6 ppm: 7.96(d, J=7.5 Hz, IH) , 7.37-7.56(m, 4H), 7 
.36(11, IH), 7.29(m, IH) , 6.72-6.80(m, 2H) , 6.63(br s, IH) , 5.00(br d, J= 
6.6 Hz, IH), 4.28-4.40(m, 3H) , 4.38(m, IH) , 4.06(dq, J=6.6, 6,6 Hz, IH) , 
3.81 (dd, J=7.0, 16.9 Hz, IH) , 3.52(dd, J=4.6, 16.9 Hz, IH) , 3.33(m, IH) 
, 3.19(m, IH), 1.74-1.99(m, 2H) , l,47-1.76(m, 4H) , 1.35(s, 9H) , 1.23(d, 
J=7-l Hz, 3H) 

FABMS m/z: 555 (M+H)"'' calculated for C2Q^^^/jPj=5M 
[0 17 6] 

#%M3-t?#e)tlS'fb'^%C(0.20 g, 0.78 mBol)S:ai3f y -;i/(13 mDiZ^Miy 
, 10% A^s; 1^7^-^^(0.020 s)^mX. 7K^#H^T25*CT'1.5^raJt#Lfc 

;Jj ^ ^ □ "7 h - ( ^ a □ A/x y - ;i/=2/lT'^ffi) U 

itjJlyt^ymiO.U e)^mr:io *;i/Jl?>^C?)— ^5(10 ag, 0.060 mmol) & ^7 n O 
;*^>(1.0 nDizmMi^. N-a-[N-(tert--:f^;i/;r=^$/^;i/3K— ;i/)-L-T^-;i/ 
]-L-U ^>(l-:^:7^ l/>7^^;i/)r ^ K(28 mg, 0.060 mmol), l,3-i/$/^^n^ 
^ K(13 mg, 0.060 mmoOfe .fct^l-H Kn^^/^>y h UTV^ 
-;i/-7K5mife(14 mg, 0.12 m»ol) $:in;i, QX^VSO^mWiWl^f^o jIS®^^^ 
^, M?!J ^A^^n-Thy^^W" - (n-/\^-9- >'/»^x5^;i/=l/2T*Mgl) 
iSL, 3|fi«^i^S:#feo ZltlS:^ e)lC^^3lfflHPLC(0DS ^ij^A, T-feh-hU;i/ 
/;!|c=55/45 T'^m)T'3|tig U, ^b-^^74(6.3 mg, J|X^ 17%) ^3.l:mb'^^75(l 
3 mg, 36%)$:#fec 
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[0 17 7] 

NMRCCDClg, 300MHz) 6 ppm: 7.97(m, IH) , 7.87 (m, IH) , 7,79(dd, J=3.5, 
5.9 H2, IH), 7.38-7. 57(in, 4H) , 6.68-6.77(m, 2H) , 6.53(«, IH) , 5.32(m, IH 
), 4.98(d, J=6.8 Hz, IH) , 4.85-4. 91(in, 2H) , 4.61(d, J=4.4 Hz, IH) , 4.48( 
dd, J=4.6, 8.8 Hz, IH), 4.38(dt, J=5.1, 8.4 Hz, IH) , 4.06(dq, J=6.8, 6.8 
Hz, IH), 3.37(m, IH) , 3.20(m, IH) , 1 . 85-2 . 08 (m , 2H) , 1.79(s, 3H) , 1.48- 
1.75(m, 4H), 1.72(s, 3H) , 1.35(s, 9H), 1.23(d, J=7.0 Hz, 3H) 
FARMS m/z: 609(M+H)'^ calculated for C33H44N407=608 
[0 17 8] 

^l:-^^75 

^H NMRCCDClg, 300MHz) 6 ppm: 7.96(b, IH) , 7.85(m, IH) , 7.78(dd, J=3.8, 
5.7 Hz, IH), 7.37-7. 55(m, 4H) , 6.73-6.83(m, 2H) , 6.58(ii, IH) , 5.01(d, J= 
7.0 Hz, IH), 4.79-4. 94(m, 2fl) , 4.58(d, J=4.1 Hz, IH) , 4.37(dt, J=5.0, 8. 
3 Hz, IH), 4.08(dq, J=7.0, 7.0 Hz, IH) , 3.68(ddd, J=4.2, 7.0, 8.6 Hz, IH 
), 3.37(b, IH), 3.17(0, IH) , 1.62-1. 98(m, 6H) , 1.46-1.60(m, 3H) , 1.35(s, 
9H), 1.21(d, J=7.2 Hz, 3H) , 0,97(d, J=6.2 Hz, 3H) , 0.94(d, J=6.1 Hz, 3H 

) 

FABMS m/z: 611 (M+H)"*" calculated for C33H4gN407=610 
[0 17 9] 

#%Ml07?#e)tl-5'fb'^#Jj(ll mg, 0.041 miol)^lA-i^:t^^y (0.55 mL) 
^J:t;7K(0.55 mL)lC^«?b. 12N Ifefb^K^TK (0.0069 mL, 0.081 mnol) $:inx.. 

^mi^> N-a-[N-(tert-^^;i/:t^$/*;i/3K^;b)-L-r^-;H-L-U 
7^ l/>;?l^;i/)T^ F(18 mg, 0.040 mmol), l,Z-V i/ !7 U^^i/ Jl:^ ^ 
^ K(16 mg, 0.079 maol) fe<fc U^l-t: Kn ^^/^^ ^ MJ T *^^(19 m 

g, 0.16 mmoDSrJiIX., 251C T'l^l^S^ b :fe„ m'^(D^^m^. ^M:*^A^n 

-^h^^y^ -i^nu iis)\^h./% ^ J -;i/=20/i-ejg^) ipi^lg 'fb-^^fe76(2 
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I 

3 mg, IR^87%) $:#feo 

NMRCCDClg, 300MHz) 6 ppm: 7.97(m, IH) , 7.85(ib, 1H) , 7.38(dd, J=2.9, 
6.5 Hz, IH), 7.37-7.56(m, 4H) , 6-95(in, IH) , 6.79-7.00(m, 3H) , 5.19(br d, 
J=6.6 Hz, IE), 4.78-4.95(m, 2H) , 4.37(m, IH) , 4.02-4.16(m, 2H) , 3.32(m, 
IH), 3.11(m, IH), 2.83(dd, J=7.6, 15.1 Hz, IE), 2.82(dd, J=7.5, 14.9 Hz 
, IB), 1.59-1.98(b, 3H), 1.42-1.57(m, 2H) , 1.14-1.40(m, 4H) , 1.34(s, 9H) 
, 1.17-1.34(in, 6H), 0.94(d, J=6.3 Hz, 3H) , 0.91 (d, J=6.2 Hz, 3H) 
FARMS: b/z 673(M+H)'^ calculated for C35H52N407S=672 
[0 18 0] 

#%Ml2T'^f ^tl-5<b'^^L(57 mg, 0.17 mmol) ^:il^5? 7 -;i/(2.8 wDK^M 
10% A^t^^J^-mm{5.7 ms)^MPi> :?K^#K^T25t:T'2^|^m#Ufe 

c ;Rf&?R$:-fe^>r hR545jc®bfe^, mm^^&rw^i^r^. ^^^^-gpcis mg 

, 0.071 mmol)S:$;^nn^^>(1.8 inL)lC^|?L> N- a - [N-(tert-^5^ ^ 

>yijji^-)v)-L-r'9-M-L-vsyyii-±y^iyy:f^^j\y)r^ K(32 »g, 0.07 

1 mmol), l,S-Vi/^U^^t/)Vitj;\y:^V^ ^ K(15 mg, 0.071 mmol) ^3 j: tJ^l-H 
Fn^i/^>y h U 71/-;^— *ftlife(17 ng, 0.14 mnol)$:j!niX., ox^-vBo-s^m 

C(ODS 5SJ^A, T-fe h-b U;i//7K=55/45 T-^m)T'«Sgb, ^b-^i^77(8.9 mg 
, JtX^ 28%)feJ:tF^I:'&#j78(12 mg, JfS?^ 36%)§:#fc. 

[0181] 
fl:'^^77 

^B NMRCCDClg, 300MHz) 6 ppm: 7.98(m, IH) , 7.85(m, IH) , 7.78(dd, J=2.4, 
7.2 Hz, IH), 7.38-7.56(m, 4H) , 6.90(br s, IH) , 6.78(br d, J=6.9 Hz, IH) , 

6.55(m, IH), 5.21 (d, J=9.7 Hz, IE), 5.16(d, J=6.1 Hz, IH) , 4.95(dd, J=5 
.7, 14.5 Hz, IH), 4.82(dd, J=5,3, 15.0 Hz, IE), 4.64(dd, J=6.8, 8.2 Hz, 
2E), 4.36(dt, J=5.2, 8.1 Ez, IE), 4.28(d, J=6.3 Bz, IE), 4.08(dq, J=7.0, 

7.0 Hz, IB), 3.78(dd, J=6.2, 9.9 Hz, IB), 3.65(s, 3B) , 3.36(s, 3E) , 3.1 
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0-3.32(m, 2H), 1.95(in, IH) , 1.73(s, 3H) , 1. 63-1. 72 (m, 3H) , 1.65(s, 3H) , 
1.40-1. 55(m, 2H), 1.32(s, 9H) , 1.27(d, J=6.8 Hz, 3H) 
FABMS m/z: 685 (M+H)"^ calculated for C3gH52N40g=684 
[0 18 2] 

h NMRCCDClg, 300MHz) 6 ppm: 7-98(m, IH) , 7.85(m, IH) , 7.78(dd, J=2.6, 
6.8 Hz. IH), 7.38-7.56(m, 4H) , 6.89(br s, IH) , 6.81 (br d, J=7.4 Hz, IH) , 

6.62(m, IH), 5.11(d, J=6.4 Hz, IH) . 4.94(dd, J=5.5, 14.1 Hz, IH) , 4,82( 
dd, J=5.0, 14.7 Hz, IH), 4.63(s, 2H) , 4.37(dt, J=4.8, 4.8 Hz, IH) . 4.20( 
d, J=5.9 Hz, IH), 4.08(dq, J=6.7, 6.7 Hz, IH) , 3.66(s, 3H) , 3.36(s, 3H) , 

3.11-3. 34(«, 2H), 2.96(dt, J=4.9, 9.7 Hz, IH) , 1.94(m, IH) , 1.66-1.77(in 
, 4H), 1.45-1.61 (m, 2H) , 1.21-1.39(m, 5H) , 1.34(s, 9H) , 0.89(d, J=6.6 Hz 
, 3H), 0.87(d, J=6.4 Hz, 3H) 

FABMS m/z: 687(M+H)'*" calculated for C3gH54N40g=686 
[0 18 3] 

||j|gM76'^#e)n-5ffc-&ifef78(13 mg, 0.019 mnol) ?:l,4-i^':r^-9->(0.65 bL) 
^J:tJ^*(0.65 mL)lC^jS¥L> AmWlit V ^ J^i^mmiO. 01 A mL, 0.056 mmol) 

-;i/=5/l'eM^)T'MS?t, ^l:'^iiJ79(13 mg, mm 100%)$:#fcc 
^H NMR(CDCl3, 300MHz) 8 pp«: 7.95(d, J=7.8 Hz, IH) , 7.85(«, IH) , 7.78(d 
d, J=3.5, 5.9 Hz, IH), 7.37-7.56(«, 4H) , 7.05(br s, IH) , 6.64(«, 2H) , 5. 
30(s, 2H), 4.85(11, IH) , 4.73(d, J=6.9 Hz, IH) , 4.66(d, J=7.0 Hz, IH) , 4. 
36(«, IH), 4.24(«, IH), 4.14(dq, J=8.3, 8.3 Hz, IH) , 3.39(s, 3H) , 2.85-3 
.03(m, 2H), 1.58-1. 84(«, 4H) , 1.41-1.53(-, 3H) , 1.29-1.39(.. 2H) , 1.38(s 
, 9H), 1.27(«, 3H), 0.94(d, J=5.7 Hz, 3H) , 0.92(d, J=6.1 Hz, 3H) 
FABMS m/z: 673 (M+H)"^ calculated for C35fl52N40g=672 
[0 18 4] 
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mmm78 i\:^m80(o^^ 
mMm^7t.mmz. mMm7ivm^ti^it'^m7iin ug, 0.063 mmoi), 

DD^^JfXl.l mL). 7-N-(tert-:/5^;i/;r^i/:?!j;i//K-;i/)-L-:7jcn;i/ 
T^- >^>S;;i/XX-5^;i/(23 mg, 0.063 mmol), 1,3-V Z/ ^ U^^i/)Vij 
i^-r^ K(26 Bg, 0.13 mmol)^j;m-H Fn:^i/^>l/h U Tl/->n/-;!KftI^(l 
5 mg, 0.13 mmol)*^e). ^t-&%80(20 mg, JR^ 61%)$:^;/^o 

NMRCCDClg, 300MHz) 6 ppm: 7.95(br s, IH) , 7.42(d, J=8.5 Hz, 2H) , 7.2 
8-7.49(m, 5H), 7.01 (d, J=8.3 Hz, 2H) , 5.19(d, J=12.5 Hz, IH) , 5.08(d, J= 
12.3 Hz, IH), 4.97(br d, J=8.1 Hz, IH) , 4.67(d, J=4.4 Hz, IH) , 4.60(m, 1 
H), 3.83(ddd, J=4.4, 7.1, 8.7 Hz, IH) , 3.43(m, IH) , 2.98-3. 14(m, 2H) , 1. 
80-1. 98(m, 2H), 1.41 (s, 9H) , 1.27(m, IH) , 1.02(d, J=6.0 Hz, 3H) , 0.99(d, 

J=6.1 Hz, 3H) 
FARMS m/z: 525 (M+H)"'' calculated for C2gH3gN207=524 
[0 18 5] 

mmm^7t.mmz. mmm7ivn^ti^^t^miiQ.i mg, 0.053 mmoi), 

nD>li$f>(0.9 mL), ##Ml4-e#^.tl-5'fb'^^N(21 mg, 0.053 mmol), 1,3-$^ 
^^U^^ty)]/it})]/'^V>( ^ \^(U mg, 0.053 mmol)^ J;tJfl-t: Kn^i//<>^/ 
MITl/-;i/— 7K^#!(12 mg, 0.11 mmol);b^e), fb'^ifej81(13 mg, JR^ 43%)$: 

^H NMRCCDClg, 300MHz) 8 ppm: 8.59(br s, IH) , 8.19(s, IH) , 7. 30-7. 37 (m, 
5H), 6.82(dd, J=2.0, 8.5 Hz, IH). 6.76(d, J=8.3 Hz, IH) , 5.21(d, J=12.5 
Hz, IH), 5.15(d, J=12.1 Hz, IH) , 5.01 (br d, J=7.5 Hz, IH) , 4.65(d, J=4.4 
Hz, IH), 4.59(m, IH) , 3.87(s, 3H) , 3.71 (m, IH) , 2.92-3. 13(m, 2H) , 1.79- 
1.96(m, 2H), 1.40(s, 9H) , 1.28(m, IH) , 1.02(d, J=6.1 Hz, 3H) , 0.99(d, J= 
6.1 Hz, 3H) 

FABMS m/z: 555(M+H)'*" calculated for C3QH3gN20g=554 
[0 18 6] 
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MMWlT^^n^it'^f^71(nmg, 0.064 Bmol)$:2;^nn^^>(l.l mDfC 
^ML. ^^mi61:m^tl^it'^m? (30 mg, 0,064 mmol), l,S-i/ Z/ 

i/JUii})V^iP>( ^ K(13 Bg, 0.064 mBoOfeitJfi-t: Kn^i/'^>"i/hy T^- 
;i/-;!K5^#>(15 Bg, 0.13 mmol) §:ifll^, 25*C";e0.5^^m^PUfeo jiSW^^S 

ft:^%82(16 Bg, i^m 40%)S:#fe„ 
NMRCCDCIg, 300MHz) 6 ppm: 8.73(br s, IH) , 8.18(s, IH) , 7.30-7.46(m, 
lOH), 6.84(cl, J=8.4 Hz, IH) , 6.79(dd, J=1.8, 8,3 Hz, IH) , 5.21 (d, J=12.2 
Hz, IH), 5.15(d, J=12.2 Hz, IH), 5.12(s, 2H), 5.01(br d, J=8.5 Hz, IH) , 
4.62(d, J=4.4 Hz, IH) , 4.59(b, IH) , 3.79(ddd, J=4.3, 6.5, 9.1 Hz, IH) , 
2.98-3. 12(b, 2H), 1.78-1.94(m, 2H) , 1.41 (s, 9H) , 1.27(m, IH) , 1.01 (d, J= 
6.0 Hz, 3H), 0.99(d, J=6.1 Hz, 3H) 
FABMS m/z: 631 (M+H)"^ calculated for C3gH42N208^630 
[0 18 7] 

mmmsi it^mscD^^ 

UCKUAgCO.lO g, 0.22 mmol) lCl2Nigfb>!K^;!K (5.2 tQ^iJjJ^. 120t:T'23^ra 

mwvro. Kmm^mmL, mm^Ti^i^.z mDizmmLt^. t^a-^-t i 

^:7W' -(7K/lNli>fb*^*=100/0~0/100T'^ffi)T'^SgL, ^I:'a-#I83 (0.030 
g, urn 74%) ^mtc^o 

h NMR(D20, 300MHz) 8 ppm: 4.05(br s, IH) , 2.54(br s, IH) , 2,12(br s, 1 
H), 1.72(br s, IH) , 1.32(br s, IH) , 1.05(br s, IH) , 0.83(br s, IH) 
FABMS b/z: 145 (M+H)"*" calculated for CgHj2N202=144 
[0 18 8] 

mmm82 ^b-^^84©^^ 
mmm8i'em^tir:iit-^m3i2o mg, o.ie bboo^^ko.o tDizmmL. in 

TKiE-fb^Sj U ^2^ii^mWi.^MX pHlOi: Vt=.^. h U 7;i/:rn|^Kx^;i/(i.2 -L, 
10 BBoO^rHD;^. 25X:'e2^^Jt^Lfc. )lSC0^«ia«&x i/V itj^fl^^j^J^^ 
n-^V^'y-?^ - i^UUtsA^2>,/:^9 J -;i//g^gg=20/10/lT'^ffi) T'5ft$g h 
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. 'mmmm^mr=.o dti^r^h^n Kn^^xi.g nD^sjrtjfTKd.G muic^^ 
bl, 1. 3 ■moi)$:iDA, 25x:vimmmwvrco mmcD^mm^. -yvij^jv 

^fc##l84(22 mg, JR^ 40%)$:#;to 

NMRCCDClg, 300MHz) 8 ppm: 6.48-6.98(m, 2H) , 6.01 (d, J=8.1 Hz, IH) , 4 
.51(m, IH), 2.50(m, 2H) , 2.08(m, IH) , 1.46(s, 9H) , 0.98(m, IH) , 0.89(m, 
IH), 0.83(11, IH) 

FABMS b/z: 341 (M+H)"^ calculated for Cj3HjgN205F3=340 

[0 18 9] 
^ifeM83 ^fc^#»85®^fi^ 

%M^\^)inWt^. IIJgM82"^^e)tlS^b-^ife84(22 mg, 0.065 mmol), 

nnjji ^>(i.i mL), x—^-y^vyi^^jX/yKy (o.oig mi, o.is mmoi), 1,3- 

W^U^^'tyy^/fiJXyif^V^^ K(27 mg, 0.13 mmol) j: tJ^l-H Kn ^ ^ 
h U Ty-;i/— ;!KftI#?(31 mg, 0.26 mmol)*^ e>ft;-^#;85(24 mg, flJi^ 77%)$:# 

NMRCCDClg, 300MHz) 6 ppm: 7.98(m, IH) , 7.86(m, IH) , 7.79(dd, J=2.9, 
6.4 Hz, IH), 7.38-7.55(m, 4H) , 6.88(m, 2H) , 6.43(d, J=8.8 Hz, IH) , 4.93( 
dd, J=5.7, 14.7 Hz, IH), 4.86(dd, J=5.5, 14.9 Hz, IH) , 4.39(m, IH) , 2.19 
-2.41 (m, 2H), 1.69(m, IH) , 1.38(s, 9H) , 0.96(m, IH), 0.80(m, IH) , 0.63(d 
d, J=6.3, 13.1 Hz, IH) 

FABMS m/z: 480(M+H)'^ calculated for C24H2gN304F3=479 

[0 19 0] 
^i6M84 ^b^%86©-^Mg 

IIS6M83-e^e>nS^I:'^l;85(22 mg, 0.047 mmol) 5: ^ ^ -;K2.2 mL)tC^ 
iS?L, 4N;!K^fb:^^U'^A7K^?K (0.047 mL, 0.19 mmol)S:in;t. 60*CT'6^^lt 

y-/l/=10/lT'ilg§)T'f|^b, ^b^ife»86(16 mg, JR^ 40%) 

NMR(CDCl3, 300MHz) 6 ppm: 8.00(m, IH) , 7.87(m, IH) , 7.80(dd, J=2.1, 
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7.4 Hz, Ifl), 7.38-7.58(in, 4H) , 7.51 (m, IH) , 5.13(m, IH) , 4.91 (d, J=5.5 H 
2, 2H), 4.15(m, IH), 2.05(m, IH) , 1.62(dd, J=7.2, 7.2 Hz, 2H) , 1.37(s, 9 
H), 0.68(b, IH), 0.49(111, IH) , 0.32(m, IH) 

FABMS b/z: 384(M+H)''" calculated for C22H2gN303=383 
[0 19 1] 

lligM831?#e>tl'&fb-^^85(75 mg, 0.16 mmol) iJ7 n U ^ ^ > (7.5 mL) 
*SL, ^b-&^87(62 Bg, 100%)$:»fe„ 

^H NMR(CDCl3, 300MHz) 6 ppb: 8.00(d, J=8.6 Hz, IH) , 7.86(m, IH) , 7.79(d 
d, J=3.0, 6.6 Hz, IH), 7.38-7.56(B, 4H) , 7.00(br s, IH) , 6.97(br s, IH) , 
4.88(d, J=5.3 Hz, 2H) , 3.60(m, IH) , 2.37(b, IH) , 1.85-2.12(m, 2H) , 0.89 
(b, IH), 0.81 (b, IH), 0.70(b, IH) 

FABMS b/z: 380 (M+H)'*' calculated for CjgH2oN302F3=379 
[0 19 2] 

MMMBb-V^^tl^it^^STi^Q Bg, 0.16 BBol)^ :f'^JV:^)VJ^7 ^ 

K(5.9 mL)lzmmh. N-(tert-:/^;i/;4-^$/:«7;i/#-;V)-L-T^->(59 Bg, 0. 

31 BBol), JS^-i-x^;i/-3-(3-^:;;«i^;i/r^ y yn tr;i/):ij;i/3j?s^M ^ F(60 Bg 

, 0.31 mmol)J3J:tJfl-tl Kn=^^/^>V^hUTV'-;i/-7KfPife(73 Bg, 0.62 bbo 

D^mx. 25t:T'0.5^im^^bfc„ mn(D^mm^. iyv^^^vij^^j^^w^^ 

|,/^^;7^_(^Qn3}^;i,A/^^ /-;i,=30/lT'^m)T'^^L. it-^mSiSl 
Bg, 94%)&#fco 

^H NMR(CDCl3, 300MHz) 6 ppa: 8.38(br d, J=8.6 Hz, IH) , 7.94(dd, J=2.4, 

5.5 Hz, IH), 7.82(B, IH) , 7.75(b, IH) , 7.52(br s, IH) , 7.43-7.51(b, 2H) , 
7.34-7.39(B, 2H), 7.18(b, IH) , 5.17(b, IH) . 4.84(d, J=5.6 Hz, 2H) , 4.80 

(b, IH), 4.11(b, IH), 2.26-2.52(b, 2H) , 1.36(s, 9H) , 1.23(d, J=7.2 Hz, 3 
H), 0.93-1. 11(b, 2H), 0.79(b, IH) , 0.55(dd, J=6.2, 13.0 Hz, IH) 
FABMS b/z: 551(M+H)"^ calculated for C27H33N405F3=550 
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[0 19 3] 

mmms^tmmi^. mMmse-em^ti^it'^mssize mg, 0.047 mmoi), 

7-;K2.6 ml) ^ ^mmm^ti-h V ^JATi^mmiO.OAl mi. 0.19 mmol)j&^e)'fb 
■^ife89(26 mg, JR^ 100%)$:#fe„ 

NMRCCDClg, 300MHz) 5 ppm: 8.00(m, IH), 7.85(m, IH) , 7.78(n, IH) , 7.3 
7-7.56(m, 4H), 6.88(br d, J=8.2 Hz, IH) , 6.86(br s, IH) , 5.09(d, J=6.6 H 
z, IH), 4.89(d, J=5.3 Hz, 2H) , 4,50(dd, J=6.8, 14.7 Hz, IB), 4.09(ii, IH) 
, 2.01(m, IH), 1.53-1.66(m, 2H) , 1.34(s, 9H) , 1.26(d, J=7.3 Hz, 3H) , 0.6 
Km, IH), 0.44(m, IH) , 0.30 (m, IH) 
FABMS m/z: 455 (M+H)"*" calculated for C2^'i^}i^0^=AM 
[0194] 

||*6M711?#^tlS<k-^i^71(4.6 mg, 0.027 mmol) n O ^ ^ XO.92 mL 

)izmmh. |li6M84-e#e>tl-5^t-a-#86(10 mg, 0.027 mmol), l,3-t:?i/ i7 
^i//ViJ}V:^i^>( ^ F(ll mg, 0.054 mno\)^^Xf 1-H KU ^ h U T 

-;\y—7i<.mm(lS mg, 0.11 mmol) SriOx., 25X^1^ jIS^^^S 

mMmmm mg)^#fe„ z.n^^^iz^Mm^?hcms ij^^j^, r-th-h 
y>n^/*=6o/4o X'mm)X'mmi^. it^moiA.z mg, jk^ 29%)$:#fco 

^H NMRCCDClg, 300MHz) 6 ppm: 8.01(m, IH), 7.87(m, IH) , 7.80(dd, J=2.8, 
7.0 Hz, IH), 7.47-7.53(m, 2H) , 7.37-7.44(m, 2H) , 6.82(m, IH) , 6.37(m, 2H 
), 4.96(dd, J=5.7, 14.5 Hz, IH) , 4.42(m, IH) , 4.38(dd, J=5.3, 14.5 Hz, 1 
H), 4.21(m, IH), 3.18(m, IH) , 2.43(d, J=13.3 Hz, IH) , 2.11(m, IH) , 1.52- 
1.72(m, 3H), 1.40(s, 9H) , l.ll(m, IH) , 0.90(d, J=5.8 Hz, 3H) , 0.87(m, IH 
), 0.82(d, J=6.0 Hz, 3H), 0.66(m, IH) , 0.52(dd, J=6.4, 13.2 Hz, IH) 
FABMS m/z: 538(M+H)''' calculated for C3QH3gN30g=537 
HRFABMS calculated for CgpH^QNgOgCM+H)''" 538.2930 found 538.2903 
[0 19 5] 
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mmmsstm^i^^ mMm7ivm^n^it^mi(8.2 mg, 0.047 nmoi), t;^ 

□ D^^f>(1.6 mL), mMm&7Vn^n^it'^mB{22 mg, 0.047 mmol), 1,3- 
Pi/^U^^^JViJAy-^i^^ ^ F(29 mg, 0.14 mmol)^ J:tJJl-ll KD ^ '>^> ^ 
hUTi/-;!/— >!KjftI#J(33 mg, 0.28 mmol) 3b^ e)^fc-^^91 (5.9 mg, JR^ 21%) 5: 

NMRCCDClg, 300MHz) 8 ppm: 8.98(m, IH) , 7.98(dd, J=3.5, 6.2 Hz, IH) , 
7.87(dd, J=3.3, 6.1 Hz, IH), 7.80(dd, J=4.6, 4.6 Hz, IH) , 7.49(dd, J=3.3 
, 6.4 Hz, 2H), 7.39(d, J=5.5 Hz, 2H) , 6.85(br s, IH) , 6.51 (br s, IH) , 5. 
22(m, IH), 5.00(dd, J=6.0, 14.5 Hz, IH) , 4.74-4.86(m, 2H) , 4.35(d, J=4.2 
Hz, IH), 4.25(m, IH) , 3.08(m, IH) , 2.62(m, IH) , 2.28(br s, IH) , 1.63(m, 
3H), 1.40(s, 9H), 1.21 (d, J=7.0 Hz, 3H) , 1.00(m, IH) , 0.89(d, J=6.3 Hz, 
3H), 0.87(m, IH) , 0.77(d, J=6.5 Hz, 3H) , 0.72(m, IH) , 0.56(m, IH) 
FABMS m/z: 609(M+H)'^ calculated for C33H44N407=608 
HRFABMS calculated for C33H45N4O7 (M+H) 609.3280 found 609.3295 
[0 19 6] 

[0 19 7] 

^ ^ 1 ry^jv:^t^*) 

it^^A. 10 mg 

^4 1.0 ml 

[0 19 8] 
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[0 19 9] 



100 og 



60 mg 



2 mg 



1 mg 



[0 2 0 0] 
[0 2 0 1] 

'ffc-^^21 100 mg 

240 mg 

[0 2 0 2] 
[0 2 0 3] 

fife ^ i^^fe^^t; 

^b-^^SO 10 mg 

mm) mm 

±M 2.0 g 

[0 2 0 4] 

[0 2 0 5] 
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^l:^^3 100 mg 

%M 540 mg 

[0 2 0 6] 

0 mli: L/, .^,^M$:#So 
[0 2 0 7] 
^ 100 mlfefct; 
^^m2A 1000 mg 

ife^t::^^U^7A 800 mg 





500 


mg 






[A 




100 


ml 


[0 2 0 8] 


















[0 2 0 9] 






m ^ 100 mlfefcy 








100 


mg 




800 


■g 




500 


mg 






m 




100 


ml 



[0 2 10] 
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#^1 1 — 2 8 8 5 3 9 



c mm7i^^iDK.rjiti^^mw^mi-}. *^s»ioo etvx. mmm^ v-M.^m^ 



[0 2 1 1 ] 

^ 100 gfefcy 



1000 mg 
15 g 
5 g 
5 g 
200 mg 

100 g 



[0 2 12] 
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[^2 2] 



OH O 




[0 2 13] 
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4t5p 11 — 288539 

[^2 3] 

0^m^(Dit^ii^ (2) 



OH O 




[0 2 14] 
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#5p 1 1 — 288539 


«24] 






: ^^m^(r>^^m (3) 




M 


„ ^ CH3 O f rf^°™3 
' H ^ 


N 


„ ^ CH3 0 f *J^^3 

' H ^ 


O 


"3C>L A >^ A JL 

^ H * 


P 


„ ^ CH3 0 f ^^^^^-^"^^ 
H3C^O^N'^''^^^^NH2 



[0 2 15] 

(R)-(+)-y >:?iE^':i^^;i/:i^:^-5^>'K5.0 g, 0.026 boI) h Fn 
(150 ■L){C^jS?b, lNU^'^7Al:r>?.(KU;i5^;i/S/y;i/)r^ K/-5^h^fc Kn7 
^>^M(53 -L, 0.053 ■■ol)$:;(ni;t, -78'CT'15:e-fSit^b:t^, $e>tC3-:/D 
^-2-^^;i/yD/<>(27 ML, 0.26 •o\)^M?L. l^|S*^ttTOTC * T'#ia L fe„ 
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T'^m)T'«^b, fb-^ifeA(5.2 g, 81%)?:#fe„ 

NMRCCDClg, 300MHz) 6 ppm: 4.84(d, J=11.7 Hz, 2H) , 4.21-4-33(m, 3H) , 4 
.14(q, J=7.1 Hz, 2H), 3.18(d, J=7.2 Hz, IH) , 3.11(ddd, J=3.0, 6.6, 9.2 H 
z, IH), 2.58(dd, J=6.6, 14.5 Hz, IH) , 2.44(dd, J=9.0, 14.3 Hz, IH) , 1.78 
(s, 3H), 1.32(t, J=7.1 Hz, 3H) , 1.24(t, J=7.1 Hz, 3H) 
FABMS m/z: 245 (M+H)''' calculated for 0^2^20%^^^^ 

[0 2 16] 
##M2 it^m^CD^^ 

###!Il"e#^tl<5<b-^#?A(0.50 g, 0.0020 inol)S:l,4-^';r#-9->(2.5 mL)fe 
<fct?7K(2.5 mL)lC^fi?L. A.bYiTif.m^titfV^M.Ti^mWLilA mL, 0.0061 nmol) 

ini;^., ioot:"e6^r^ii^b:^o ;Kjs?Sicdowex 5ows:inx.tf?nb:/^^, ^^5:^ 
ffiTM5feL;to ^^ic^^hu :7;i/>j-ni^^(i.9 mL)$:inx., 25x:T-o.5^raJt 

, ^ Uai^;i/r^ >(1.4 mL, 0.010 mol)J3J:m-i;^'^5^;i/T^ tl'U 2;X0.25 

g, 0.0020 moi)$riinx, eor^eo.s^^^^ L:fco jI^o^M^, i/y:«;'^f>a/ 
^nvl>^*^7W-(^nn ;}n;i/A/;>^ ^ y -;p=20/iT?^{fj) X-mmv. it^m 

B(0.56 g, JtX^ 100%)$:#fe„ 

^H NMRCCDClg, 300MHz) 6 ppm: 7.27-7.39(b, 5H) , 5.18(br s, 2H) , 4.82(br d 
, J=6.5 Hz, 2H), 4-32(br s, IH) , 3.09(m, IH) , 2.43-2.62(ii, 2H) , 1.72(br 
s, 3H) 

FABMS n/z: 277(M-H)~ calculated for C^^'&^q0^=^78 
[0 2 17] 

##^5!|2T'#e)4x-5<b-^^B(0.53 g, 2.0 bdioI) s;^}^ n □ ^ ^ > (110 mL)tC^ 

mv. \^7.i2-^^\f-3-7ir^-^^JV ^ —^y ^ ^uv FCi.o g, 4.0 

iiMoi)j3J:t5N,N-i^'>f y:/ntf;i/x^;i/T^ ^(1.2 bL, 6.0 Bnol)%inx., 25'C 

i^^x5^;i/=20/lT'^m)T'i©iSL, fb^«fe>C(0.22 g, JR^ 44%) 

^H NMRCCDClg, 300MHz) 6 pp«: 7.30-7.40(b, 5H) , 5.18-5.32(b, 2H) , 4.85(br 
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s, IH), 4.76(br s, IH) , 4.62(d, J=4.2 Hz, IH) , 3.92(ddd, J=4.2, 5.9, 9. 
9 Hz, IH), 2.62(dd, J=5.9, 15.3 Hz, IH) , 2.52(dd, J=9.7, 14.8 Hz, IH) , 1 
.71 (s, 3H) 

[0 2 18] 

(S)-(-)-i; >if^t?x5^;i/3:::^7^;i/(lO g, 0.053 mol) h Kn 7^ > 
(30 mL)ic^«?L, INU^^^/Abfy?. h U^5^;i/i/y;i/r^ K/-5^h^fc: Kn 

>^M(110 bL, 0.11 tiol)^iaX> -781^^2. 5^^^^ bfc^, l-3-K-2-;i 
^n^ZfU/-^y {9.2 mL, 0.080 mo\)^iM^. 25X^VmmmWLt=.o jISO^^S 

t/V^^)\y^UTh ^^7>f -(n-/\^-»f >/Ifmx^;i/=2/lT'^ffi)T'« 
igU, it^m(2.7 g, IR^ 21%)$:#^„ 

^H NMRCCDClg, 300MHz) 8 ppm: 4.31-4. 12(o, 3H) , 4.13(q, J=7.1 Hz, IH) , 3. 
19(br d, J=7.5 Hz, Ifl) , 2.93(ddd, J=3.5, 7.6, 7.6 Hz, IH) , 1 . 59-1 . 82 (m , 
2H), 1.52(dd, J=7.0, 13.4 Hz, IH) , 1.31(t, J=7.1 Hz, 3H) , 1.25(t, J=6.9 
Hz, 3H), 0.95(d, J=6.7 Hz, 3H) , 0.94(d, J=6.5 Hz, 3H) 
FABMS n/z: 247(M+H)''' calculated for Cj2H2205=246 
[0 2 19] 

#%M2i:i^^ic, ##M4T'#e>ti'S'fb-a'i^D(2.7 g, 0.011 moi), i,4->:;;^- 

^-»f>(130 mL), ;!K(130 mL), 4.5N;?K^>ft;5j U A7K^M(7.3 mL, 0.033 mol) 
, *»7K h U :7;i/:tnB^^(62 mL), /<>i/';i/T;b=i-;K88 bL), hyai^;i/r^ 
Xl.4 bL, 0.010 mol)j3^XfA-i/:^'^)Vr^ J i^y{l,3 g, 0.011 mol);&^ 
e){[:^#E(1.2 g, sum 73%)S:^:fe„ 

^H NMR(DMSO-dg, 300MHz) 6 ppm: 7.31-7.40(m, 5H) , 5.16(d, J =12.2 Hz, IH) , 
5.11(d, J=12.3 Hz, IH), 4.13(d, J=7.3 Hz, IH) , 2.67(b, IH) , 1.40-1.52(m 

, 2H), 1.03(dd, J=4.6, 9.2 Hz, IH) , 0.80(d, J=6.4 Hz, 3H), 0.79(d, J=8.4 
Hz, 3H) 

FABMS b/z: 281 (M+H)"*" calculated for C^5H2o05=280 
[0 2 2 0] 
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I 

m^mstmmiz. m^m^x-m^n^it^min mg, 0.039 mmoi). t^^uu 

;)l ^ > (0 . 19 »L) , tf (2-:t ^ V-3-:^ ^if ^ U i^n;!/) 7 >f ::i ^ □ V K 
(12 ng, 0.047 mmol)feJ:tJf hUx^A'T^XO.Oie mL, 0.12 mmol)*> e>^fc-^ife 

F(4.3 g, itX^ 42%)S:#tc 

NMRCCDClg, 300MHz) 6 ppm: 7.34-7.40(m, 5H) , 5.30(d, J=12.2 Hz, IH) , 5. 
24(d, J=12.1 Hz, IH), 4.61 (d, J=4.2 Hz, IH) , 3.77(ddd, J=4.2, 6.3, 10.3 
Hz, IH), 1.68-1.86(m, 3H) , 0.93(d, J=6.4 Hz, 3H) , 0.88(d, J=6.2 Hz, 3H) 
[0 2 2 1] 

UCK14C(0.060 g, 0.17 mmol) f:50%5^ h ^ t: KO 7 ^ >7KI§?g(1.5 mL){Z^M 

;i/ (0.040 g, 0.018 «moi)^M^^^X'mmmnhr^. m^<D^^m^. i/u* 

D V h ^^7>f - (^ n n;iN;i/A/;i ^ y -;i//i^^=200/i/o.i~200 
/4/0.4T'?§ffi) T'SftS^b, ^b-a-i^G (0.052 g, iR^68%) $:#;/^o 
^H KMR(CDCl3, 300MHz) 6 ppm: 7.18(d, J=7.9 Hz, IH) , 7.06(t, J=5.9 Hz, IH) 
, 5.34(br s, IH) , 4.63(d, J=4.6 Hz, IH) , 4.58(m, IH) , 4.23(br s, IH) , 3. 
62(dd, J=4.4, 7.7 Hz, IH), 3.21-3.48(m, 2H) , 1.88-2.05(«, 2H) , 1.54-1.82 
(b, 4H), 1.43(s, 9fl), 1.35(d, J=7.0 Hz, 3H) , 1.29(m, IH) , 1.07(d, J=6.6 
Hz, 3H), 0.93(t, J=7.6 Hz, 3H) 

FABMS m/z: 458(M+H)''' calculated for C2iH35N30g=457 
[0 2 2 2] 

###!Il"r#^tl<5^fc'&4lfA(0.50 g, 2.1 miBol)S:Ji^ y -;i/(50 mL){C?§<j?b 

, s?fl:e^(o.o5o g)^ija^. 7i^m^m%r25x:xAmmmnLt^o ^t^m^^^ 
hR545ic)ibfc=^, mm^m&rm^i^. >fb^^H(o.45 g, iR^9o%)&^fc 

o 

^H NMR(CDCl3, 300MHz) 6 PP»: 4.27(q, J=7.2 Hz, IH) , 4.26(q, J =7.2 Hz, 
IH), 4.14(q, J=7.1 Hz, 2H), 3.18(d, J=7.7 Hz, IH) , 2.93(ddd, J=3.7, 7.0, 



10 7 



ffiU^lt 2000-3009650 



1 1—288539 



8.3 Hz, IH), 1.48-1.81 (m, 3H) , 1.31(t, J=7.1 Hz, 3H) , 1.24(t, J=7.1 Hz, 
3H), 0.95(d, J=6.4 Hz, 3H) , 0.93(d, J=6.5 Hz, 3H) 
[0 2 2 3] 

###!I8T'#^ti-5'ft-&^H(0.45 g, 1.8 mmoi)^i,A-iyyir^-^y (11 mDfeJ: 
tfxKdl mUlC^filL, 4.5N;!K^^b:j57y ':7A;!K^?g(1.2 mL, 5.5 mmol) $:Sn;^, 1 
OO-CT-m^if^bfeo jRffr^glCDOWEX 50W5:iniX.4'faL;t^, ^^$:^JET^5& 
Lt^a BWiiO.35 s, 1.8 mmoOSri^'^nn^^Xll mL)tC^iPb, 2,2-^^^ h 
^$/:/n7\°>(0.45 bL, 3.7 mmol)J3 J;tJf:i!j>7T-:^;VJ^>^(0.086 g, 0.37 
mmol) SriDA. 40X:-^1.5^rafi# jtS^^^O-S^, U ^ A n 

V h ^'-f - (n-/\^-9->/@t^:ii^;i/=l/17?^m)T'«^b, it^mHO.SS 
g, JR^ 77%) 

NMRCCDClg, 300MHz) 6 ppm: 4.47(d, J=4.9 Hz, IH) , 3.02(m, IH) , 1.59-1 
.86(m, 3H), 1.61 (s, 3H) , 1.55(s, 3H) , 0.96(d, J=6.2 Hz, 3H) , 0.95(d, J=6 
.0 Hz, 3H) 

FABMS m/z: 231 (M+H)'*' calculated for CjjHjg05=230 
[0 2 2 4] 

##M9T'#e>tl-g><b-^#»I(45 mg, 0.20 mmol) ^ n O ^ ^ >(4.5 wL)izm 
mi^. x^>^:r-;i/(0.025 mL, 0.34 mmol), JS^-l-ac5^;i/-3-(3-i;^ ^;i/T 
^yyotr;i/) iJJl^Z^^^ K(64 mg, 0.34 nmo\):33^Xf 4-i^'^ ^;i'T ^ 7 

mg, 0.039 mmol)$:inx.. 251C7?1.5^ra^^Lfeo jtSO^MS^ 
, Z/Vij¥JV:fy'y^^U^h^'^y^-(ri-^^-^yy^Bm:r.^J\^=20XlV^lii) 

vmmL. ^i:-^i^j(39 mg, 72%)^mr^o 

h NMRCCDClg, 300MHz) 6 ppm: 4.45(d, J=6.2 Hz, IH) , 3.10(m, IH) , 2.83-3 

.01(m, 2H), 1.64-1.85(m, 3H) , 1.61(s, 3H) , 1.52(s, 3H) , 1.26(t, J=7.3 Hz 

, 3H), 0.97(d, J=6.8 Hz, 3H) , 0.63(d, J=6.6 Hz, 3H) 
[0 2 2 5] 
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##M2-e#e)tlS^b-^%B(0.13 g, 0.46 mmol)$:;i^f y -;i/(6.4 mL)lC^«¥ 
2MhU^^;i/i/U;i/i^'Ty^^5?>/n-/\^-9->^?g(4.1 mL, 4.6 mmol) $:j(in 

^ -(n-/\^-t?->/B^^a:^;b=3/l-^^ffi)T'«5gL, ffc-^i^K(62 mg, JtX^ 46 
%)5:#feo 

NMRCCDClg, 300MHz) 8 ppm: 7.33-7.39(m, 5H) , 5.22(d, J=8.1 Hz, 2H) , 4 
.84(s, IB), 4.80(s, IH), 4.68(s, IH) , 4.30(d, J=3.1 Hz, IH) , 3.54(s, 3H) 
, 3.13(ddd, J=3.1, 6.6, 9.2 Hz, IH) , 2.54(dd, J=6.8, 14.5 Hz, IH) , 2.42( 
dd, J=5.5, 14.3 Hz, IH) , 1.73(s, 3H) 
[0 2 2 6] 

##MllT#e>tl-5ffc-^ifeK(62 mg, 0.21 mmol) 5:5^ h ^ H Kn :7 ^ >(3.1 mL 
)lzmmL. yi^mit^hV ^2^(7.1 mg, 0.30 mmol)^^x:^-:ru=E:^^}V:^^;]/3i 
— 7^;i/(0.052 mL, 0.63 imol)^^^. O'CVlO'^mmWVt:!. M^CD^mm^. 

t/ u iu^jiij^J^^ u^h^'yy ^ - (n-^^•^^>/if^ac^;^=5/l-e^ffi) v 

mmi^^ fl:-^#L(57 mg, JR^ 80%)$:#fc. 

^H NMRCCDClg, 300MHz) S ppm: 7.33-7.40(m, 5H) , 5.20(s, 2H) , 4.78(s, IH) 
, 4.71 (s, IH), 4.67(dd, J=7.0, 9.0 Hz, 2H) , 4.30(d, J=6.6 Hz, IH) , 3.60( 
s, 3H), 3.32(s, 3H), 3.17(dt, J=6.5, 8.8 Hz, IH) , 2.41 (dd, J=8.9, 14.4 H 
z, IH), 2.13(dd, J=6.3, 14.4 Hz, IH), 1.68(s, 3H) 
FARMS m/z: 337(M+H)"'" calculated for CjgH240g=336 
[0 2 2 7] 

N-(tert-:;f^;i/:;r:^t/;Jj;i//Jfn;i/)-3-zi hn-L-^n e;?;i/n:x5^;i/(10 
■g, 0.024 mmol)?:, N,N-i;^ ^;b7ix;i/Ar ^ K(1.0 »L)tC^«?b, H^it:^^ 
;i/(0.0075 mL, 0.12 mmol) ^ J; tF^gg^E; U ^7 A (6.7 mg, 0.28 mmol)§:jDA, 25 

>/^mm:^^ji=2xixmm)X'mmL. -fb-^^Mdi mg, i^m ioo%)sr#fco 

^H NMR(CDCl3, 300MHz) 6 ppm: 7.55(d, J=2.2 Hz, IH) , 7.30-7.40(m, 5H) , 7 
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.19(dd, J=2.3, 8.9 H2, IH) . 6.91 (d, J=8.6 Bz, IH) , 5.20(d, J=12,l Hz, IH 
), 5.11(d, J=11.9 Hz, IH), 5.06(br d, J=7.3 Hz, IH) , 4.60(m, IH) , 3.91(s 
, 3H), 3.13(dd, J=6.6, 14.1 Hz, IH) , 3.01(dd, J=6.1, 14.2 Hz, IH) , 1.42( 
s, 9H) 

FABMS m/z: 431 (M+H)"*" calculated for C22H26N207=430 
[0 2 2 8] 

##Ml3T?#e)tl<5'ffc-^m(110 mg, 0.025 mmol)?:, 2-;>l h S/oi^ >^ 
1.6 mL)J3J;tK7K(1.6 mL){C^^L, h U A (13 mg, 0.74 mmol 

-(^nci:J-N;i/A/^^/-;i/=20/iTM^)T'«iSb. 'fl:-^^N(2i mg, 21 

%)S:#fc» 

^H NMRCCDClg, 400MHz) 6 ppm: 7.30-7.38(m, 5H) , 6.62(d, J=8.1 Hz, IH) , 6 
.39(br d, J=8.1 Hz, IH) , 6.32(br s, IH) , 5.20(d, J=12.3 Hz, IH) , 5.08(d, 
J=12.2 Hz, IH), 4.94(br d, J=7.5 Hz, IH) , 4.55(in, IH) , 3.80(s, 3H) , 3.6 
5(br s, 2H), 2.94(m, 2H) , 1.42(s, 9H) 
[0 2 2 9] 

##Mi5 ^t^mo(o^m 

N-(tert-:/^;i/>f^^/?!j;i/#-;i/)-3--hD-L-5=-n->>(0.21 g, 0.63 nmol) 
N,N->:;^^;i'd>;i/AT^ Fd.O mDizmmh^ :ftft^>i^Vl/(0.34 bL, 2.8 
mmol) i: tJfj^m:^ U '^-^ (0-18 g, 1.3 mmol) Srjfnix., 25'C T'O.S^^^^ Lfe 

5^;i/=3/lT'^m)T'2^^b, ^fc-^#0(0.21 g, JtX^ 65%)$:#fc<. 
^H NMR(CDCl3, 300MHz) 6 ppm: 7.56(br d, J=1.7 Hz, IH) , 7.27-7.46(m, lOH 
), 7.13(br d, J=7.4 Hz, IH) , 6.92(d, J=8.7 Hz, IH) , 5.05-5.22(m, 5H) , 4. 
59(m, IH), 3.11(dd, J=6.0, 13.9 Hz, IH) , 2.99(dd, J=5.7, 14.0 Hz, IH) , 1 
.41 (s, 9H) 

FABMS m/z: 507(M+H)"^ calculated for C28H3qN207=506 
[0 2 3 0] 
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m^mutmmiz. ^^mi^x-m^n^it^moioAs g, 0.35 mmoi), 2-^ h 

:^$/aQ^y-;K4.4 nL), Ti^iAA ml) ^^Zf^t/^yty mi- hV {0.18 g, 1 
.1 ■unol)3^)^e>fb'^i^P(30 mg, 18%)$:^feo 

NMRCCDClg, 400MHz) 8 ppm: 7.28-7.48(b, lOH) , 6.89(d, J=8.3 Hz, IH) , 
6.37(br d, J=8.3 Hz, IH) , 6.33(br s, IH), 4.91-5.25(ii, 5H) , 4.56(m, IH) , 

3.70(br s, 2H), 2.89-2. 99(in, 2H) , 1.40(s, 9H) 
FARMS m/z: 476 M"*" calculated for C23H32N205=476 
[0 2 3 1] 
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